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1. Summary \%

This tolerance enforcement method determines RH-7281 and its two acid metabg
RH-1452 and RH-1455, in potato peel waste. This method is a supplement to
tolerance enforcement method for RH-7281 and its two acid metabolites, RH d
RH-1455, in Potato and Potato Processed Fractions (TR 34-98-142).

independently validated andvradiovalidated; no independent laboratory<
radiovalidation will be conducted.

- Sinee the peel method is very similar fo the petato RAC ‘methed which

As described in the report, RH-7281, RH-1452, and RH-1455 re%s are extracted from
the matrix by blending with acetonitrile/2% NaHCO,. RH-728%.s separated from RH-
1452 and RH-1455 by liquid-liquid partition and then further%ed by Florisil solid
phase extraction (SPE) and Alumina-B SPE. RH-1452 and% 455 are partially
purified by liquid-liquid partition and then are methylate. eir methyl esters (RH-
7391 and RH-7399, respectively). The esters are furth ified by Florisil column
chromatography.

Quantitation is performed by gas-liquid chromato using electron capture detection
(GC/ECD). The limit of quantitation (LOQ) is ppm for all three compounds as
me

established by actual fortifications at this level. an recoveries over the range 0.02

to 0.10 ppm are: @

RH-7281 % RH-1452 RH-1455
Recovery  90.23+15.10% Q 90.19+20.24% 87.74+22.26%
Samples n=27 n=27 n=27

§V

2. Introdugti
RH-7281 is @gieide recently developed by Rohm and Haas Company and is targeted
to be use djon a ariety of crops. This tolerance enforcement method was developed to
monitor th&residue levels of the parent compound and its metabolites in potato peel
waste {) ablish tolerdnces for registration of the compound.

@pon compiles data from the preliminary analytical method [Ref.1] and data from

ue trials [Ref.2].
&
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3. Experimental Compounds

3.1  Structyre of the Reference Substances

Cl
o
e <
NH
Cl
RH-7281, MW = 335
COOH

Ci Cl

CH,O0H QQZTb
RH-1452, MW = 220 %

X
>
S

C Cl

&; CH,0H
a ’
Q@

RH-7391, MW = 234

QQ%

COOH

RH-1455, MW =234 .

COOCH;

COOCH,

RH-739%, MW = 262
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ppearance

N
3.2  Data for the Reference Substances Q%
RH-7281: ) @/
CA Name: 3,5-dichloro-N-(3-chloro-1-ethyl-1-methyl-2-oxoprop Q
methylbenzamide \?.
CAS Number: 156052-68-5 %\\/
R&H ID RH-117281* Q
Appearance ‘White Solid A
<
RH-1452: V
CA Name: 3,5-dichloro-4-hydroxymethy@ic acid
CAS Number: N/A @
R&HID RH-141452* @
Appearance White Solid @
RH-1455: %%
CA Name: 2,6-di @1,4-benzenedicarboxyﬁc acid
CAS Number: N/A %
R&H ID 455*
Appearance §he Solid
RH-7391 (@9 ester of RH-1452):
CA Nan; Methyl, 3,5-dichloro-4-hydroxymethylbenzoate
CAS I: N/A
ID RH-147391*

White Solid
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RH-7399 (methyl ester of RH-1455): Q
CA Name: ~ Dimethyl-2,6-dichloro-terephthalate @/
CAS Number: N/A @
R&HID RH-147399* \\/V
Appearance White Solid %

* Full R&H numbers. The designations typically used in studies are the four digit

abbreviations: RH-7281, RH-1452, RH-1455, RH-7391, and RH-7399.

4. Chemicals/Prepared Solutions §

41  Chemicals ©<>>

Chemicals Grad@c Supplier*
Acetonitrile(ACN) Baker

Alumina B Cartridge “Alumina B {6 mL}) Supelco #57085
Celite @C.S. Baker

Cotton, Sterile &) Absorbent Johnson & Johnson
Diazald™ % 99.9% Aldrich
Di(ethylene glycol) Ethyl HPLC Aldrich

Ethyl Acetate HPLC Baker

Ethyl Ether HPLC Aldrich

Florisil C LC-Florisil (20 mL) Supelco #57131

60-100 Mesh U.S. Silica

He Q HPLC Baker
gg);@n Chloride(HCI) IN, HPLC VWR

1452 Analytical Standard Rohm & Haas Co.

-1455 Analytical Standard Rohm & Haas Co.

RH-7281 Analytical Standard Rohm & Haas Co

10
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RH-7391 Analytical Standard
RH-7399 Analytical Standard
Sodium Bicarbonate(NaHCOs) A.C.S.

Sodium Hydroxide(NaOH, aq.) 50%, wiw

Sodium Sulfate{Na,SO,) Anhydrous Granular
Toluene HPLC
Water Milli-Q

* Other manufacturer brands may be substituted if shown to

4.2  Prepared Solutions §

Solutions for Sample Extraction: (g D

2% (w/v) NaHCO; solution was pr
mL of Milli-Q water in 2 1000

d by dissolving 20 g of NaHCO; in 1000

80/20 (v/v) ACN/2% NaHCO

200 mL of 2% NaHCO; i 0 mL flat bottom flask.

Solution for Florisil and N@ SPE of RH-7281:

80/20 (v/v) hexan%yl acetate was prepared by mixing 800 ml of hexane with
200 mL eth)@ate in a 1000 mL flat bottom flask.

Solutions for Flogisy Column Chromatography of RH-7391 and RH-7399:

80/ toluene/hexane solution was prepared by mixing 800 mL of toluene
d mL of hexane in a 1000 mL flat bottom flask.

5/5 (v/v) toluene//hexane/ethyl acetate solution was prepared by mixing 800

of toluene, 150 mL of hexane, and 50 mL of ethyl acetate in a 1000 mL flat
ttom flask.

&
&

g
© 11

Q@
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43 Column Chromatography Packing Materials

Activated Florisil:

Approximately 1 kg of Florisil powder was placed in

%
N\
&%

beakerand baked in an oven at 150°C for two hours. Theactivated Florisi
transferred to a desiccator and cooled to room temperature. The materi
transferred in 500 mL plastic bottles and stored in a desiccator.

5. Equipment

\\Y

gn ce*

Equipment Description

Blender Model 34BL97 'Waring Co.
Buchner Funnel 200 mL Coors
Chromatographic Column 14.5 mm ID QV ACE Glass
Erlenmayer 300 mL @ Pyrex

Filter Paper #4 © Whatman
Filtration Flask 500 mL @ Kimax

Flat Bottom Flask, 24/40 ST 10001 Fisher Scientific
Food Processor Modg¢l #84145 Hobart
Impinger mL Aldrich

pH paper -14 Brinkman
Rotary Evaporator @ Model R114 Brinkman
Round Bottom Flasks, 2440ST 100,300, and 500 mL  Fisher Scientific
Separatory Funnels 500 mL Fisher Scientific
Sonicator @ Model 2210 Branson
Visprep SPE %Manifold Manifold Supelco
Volumetric 100 mL and 500 mL Kimax

Stanboratory equipment, balance, beakers, test tubes, etc.

&%ﬂ manufacturer brands may be substituted if shown to be suitable.
O 2

Q@
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6.

6.1

Method Q%

Method Flow Diagram

U

5.0 g of potato peel waste samples v
Blending Extraction with 80/20 ACN/2% NaH
U E
———————— Liquid-Liquid Partition -5%\9-—--
{ Q '
RH-7281 RH-1452+ RH-1455
b 2

Florisil Solid Phase Extraction © Methylation
\: {

4
Quantitation @ 1) Quantitation (RH-7391 + RH-7399)

Alumina-B Solid Phase Extrayu%g Florisil Colurmn Chromatography

c potato peel samples by chopping the samples in a food processor
with dty ice and allow dry ice to sublime overnight in a freezer. Store the

3 Sample Extraction

&
&
Q

O

g

Weigh 5.0 g of a homogenized potato peel sample in a disposable weighing dish.
Transfer the sample to a blender jar. If desired, spike fortification samples with a
known amount of RH-7281, RH-1452, and RH-1455 in ethyl acetate (1.0 ppm mix
of the three). Allow the solvent to evaporate from the sample in a fume hood for
about 20 minutes. Add about 2 g of Celite to the blender jar.

13
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@

Rinse the biender jar and the filter cake with 20 mL of the extraction
Combine the filtrates (approximately 120 mL) in a 500 mL (24/40 ST
bottom flask and concentrate to about 30 mL (Selution A) ona
40°C under diminished pressure (about 50 mm Hg). %

6.4  Liquid-Liquid Partition to Separate RH-7281 &

Transfer Solution A in the 500 mL round bottom ﬂa@ a 500 mL separatory
funnel. Rinse the flask with 80 mL of 2% NaHCQX$6tution and 75 mL of ethyl
acetate sequentially and add both to the separa el. Shake the funnel for 1
minute with frequently venting and allow the@ es 1o separate.

organic phase to another 500 mL (24/ } round bottom flask. Transfer the

Transfer the aqueous phase (lower layer @ original Solution A flask and the
4@: Sy
aqueous phase back to the separatory funniel and extract with another 75 mL of

ethyl acetate in the same manner. fer the dqueous phase (Solution B,
(containing RH-1452 and RH-1455¥%o the original Solution A flask. Proceed with
Solution B to section 6.7 for diguigd-liquid partition of RH-1452 and RH-1455.

Combine both organic laye‘\-s\&d concentrate to dryness on a rotovap at about 40
°C under diminished p@:e (about 50 mm Hg). Dissolve the residues in 10 mL
of hexane with sonicatiopfor 10 seconds (Selution C, containing RH-7281).

Proceed with Sol@ to section 6.5 for RH-7281 clean up. :

6.5 Flo lid Phase Extraction for RH-7281*

Insert isil SPE cartridge into a solid phase extraction manifold. Condition
the e with’S mL of ethyl acetate followed by 10 mL of hexane. Apply
Sohxtiont C (from section 6.4) to the column and elute to the top of the bed. Rinse

M mL round bottom flask with‘10 mL of hexane and apply the rinse to the
. Discard all the effluents obtained thus far.

Elute RH-7281 from the column with 30 mL of 80/20 hexane/ethyl acetate into a
test tube. Transfer the eluate to a 100 mL (24/40 ST) round bottom flask and

concentrate to dryness on a rotovap at 40°C. Dissolve the residues in 5.0 mL of
hexane (Solution D) with sonication for 10 seconds and proceed to section 6.6.

14
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6.6 Alumina-B Solid Phase Extraction for RH-7281* \%

Insert an Alumina-B solid phase extraction cartridge into é-so\lid phase e jon_
manifold. Condition the cartridge with'3 mL of ethyl acetate followed L of.
“hexane. Apply Solution D (from section 6.5) to the cartridge and eluteto’ the top
of the bed. Rinse the 100 mL round bottom flask with 5 mL of h d apply
the wash to the cartridge. Discard the effluent at this stage. %
Je yl acetate

.Elute RH-7281 from the cartridge with 20.mL of 80/20 he

solution into a test tube. Transfer the eluate from the testtubeto a 100 mL (24/40
ST) round bottom flask. Wash the tube with about 1 80/20 hexane/ethyl
acetate and add to the 100 mL round bottom flask. ntrate the eluate to
dryness on a rotovap at about 40 °C under dimini essure (about 50 m Hg).
Dissolve the residues i 5.0 mL of ethyl acetate with Sonication for 10 seconds and

proceed to quantitation of RH-7281 (section

6.7  Liquid-Liquid Extraction to Redovér RH-1452 and RH-1455

Add 30 mL of 1.0 N HCl solution @lution B (from section 6.4) and measure
the pH of the solution. If necess dd more 1.0 N HCl solution to ensure the
pH of the solutionis < 1. Tr: he solution to a 500 mL separatory funnel.
Rinse the 500 mL flask with of ethyl acetate and add to the separatory
funnel. Shake the funnel 0'seconds with frequent venting and allow two
phases to separate. T r the aqueous phase (lower layer) to the original
Solution B flask. T t the organic phase to a 300 mL Erlenmeyer flask
containing about 5 2,50, and let it sit for about 2 minutes with occasional
swirling. Decant ‘@olution to a 300 mL (24/40 ST) round bottom flask.

Transfer th us phase back to the seperatory funne] and extract the aqueous
phase wi er 75 mL of ethyl acetate in the same manner. Discard the

to waste. Transfer the organic phase to the same 300 mL

flask containing the sodium sulfate desiccant and let it sit for about 2
ith occasional swirling. Decant the solution and combine it with the first
phase in the same 300 mL round bottom flask. B

Q&m

@oncentrate the solution to dryness on a rotovap at about 40 °C under diminished

pressure (continue the evaporation for at least 1 minute after the last drop of liquid
disappears to ensure dryness). Dissolve the residue with 1 mL of ethyl acetate and

sonicate for 10 seconds. Add 1.0 mL of ethy! ether (Solution E) and proceed to
section 6.8.

15
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6.8  Methylation of RH-1452 and RH-1455

IO T

7391) and RH-1455 (RE-7399) in 20 oL, of hexane (Solution %hfsoxﬁcation
for 10 seconds.

Diazomethane is found to be an effective reagent for met n g RH-1452 and
RH-1455. Only carboxylic acid groups are methylated eir methyl esters while
the hydroxyl group in RH-1452 is left unreacted.

69 Florisil Column Chromatography for %@1 and RH-7399*

Insert a small cotton plug into a 14.5 mm cm length glass chromatographic
column and dry pack the column with Z{j@gctivated Florisil. Add about 2 g of
sodium sulphate to the column. Load Selution F (from section 6.8) to the column
and elute to the top of the bed. Ri e 100 mL flask with 50 mL of 80/20
toluene/hexane and apply to the Discard the effluents at this stage. Elute
RH-7391 and RH-7399 from the cglimn with 100 mL of 80/15/5
toluene/hexane/ethyl acetate xﬁ? 00 mL (24/40 ST) round bottom flask.

5.0 mL of ethyl acet sonication for 10 seconds. Proceed to section 7 for

Concentrate the eluate t ess on a rotovap at 40 °C. Dissolve the residues in
quantitation of RH- zd RH-7399.

*The analyte(s ' \ tion proﬁle should be checked for each new lot of Florisil and Alumina-B

cartridge. ‘.. fanm volume of solvent should be used to elute most of target analyte(s) from the
column or =§<4 d e An example procedure for testing the elution profile for a new lot of
Alumm Brgartridge is as follows:

1. 0 mL of 0.10 pg/mL RH-7281 in kexane standard, follow the elution schemes as

QE under section 6.6.
@ ollect the pre-elution cuts as well as the target elution cut. Wash the cartridge with 20 mL
ethyl acetate and ¢ollect this pest-elution cut.

3). Concentrate the pre-elution cuts, the target cut, and the post-elution cut to dryness.

@& 4). Dissolve the cuts in 10 mL of hexane and inject them as outlined in the GC/ECD quantitation
< , section.

Q@C’ 16

5). [f the target cut contains 2 minimum of 85% of RH-7281, it may be considered acceptable.
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6). If the 85% of recovery criteria is not met, the following adjustment in elution scheme sho@
be made:

amount or eluting solvent percentage may be decreased.

“a). For case where the pre-wash cut contains significant starrdard; eithefthe f@.‘

b). For cases where the post-wash cut contains significant standard; the tage of .
the more polar component in the eluting solvent may be mcreasei

7. Quantitation Q%

RH-7281 and the two esters (RH-7391 and RH-7399) are eparately to minimize
the matrix effects.

and a Rtx-225 column is

A Rtx-5 column is used for the primary detection of
used for the primary detection of RH-7391 and RH-73

RH-7281 is confirmed by GC/MSD using a Rtx-S mn and RH-7391 and RH-7399 are

confirmed by GC/ECD using a Rtx-35 column.

7.1 Instrumentation and Con@

7.1.1 Primary Detection %’Q:

Quantatition of RH- 72

Injector: HP

jettion temp.: 150°C
ction volume: 1.0 uL

Colummn; Rtx-5 (0.53 mm ID x 30 m; 0.25pum film)
EQJ Carrier gas: Nitrogen

@ Head Pressure: 3.2 psi
Flow rate: 4.0 mL/min. -
@en temperature program

Initial temp. = 80°C, hold for 1 min.
Ramp 1 at 20°C/min.,
Final temp. 1 = 250°C, hold for 5 min.

Final temp. 2 = 280°C, hold for 3 min.

Q§A Ramp 2 at 30°C/min.,
&

17
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Detector:

-

Typical Retention Time: RH-7281: ~11 min. Q

e

Temp. = 300°C
Mode: Constant flow (column + makeup = 70 mL/min.)
Makeup Gas = Nitrogen

— o —

Quantitation of RH-7391 and RH-7399: Q%
Injector: HP 6890 &
On-column mode
Injection temp.: 180°C %
Injection volume: 1.0 pL ?
Column: Rix-225(0.32 mm ID x 30 m; pm film)

Carrier gas: He
Head Pressure: 1
Flow rate: i

Oven temperature program: @

Detector:

Initial temp. = 60°¢; " hold for 1 min.

Ramp 1 at 20°C/min.,
Final temp 00°C, hold for 10 min.

Ramp 2 at 50°C/min.,
Final ;e@ = 220°C, hold for 3 min.

T 280°C
Mode: Constant flow (column + makeup = 60 ml./min.)

@akeup Gas = Nitrogen

Typical Retention Time: RH-7399: ~9 min

&

RH-7391: ~10 min.

QQ .2. Confirmatory Detection

HP6890/5973 GC/MSD (HP-3MS) for RH-7281

g
&
Q

O

Q‘Q%

HP6890 auto-sampler

Splitless mode
Injection temp.: 150°C
Injection volume: 1.0 uL

18
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8

Column: HP-5MS (0.25 mm ID x 30 m; 0.25 pum film) Q

- Carrier gas: Helium - - Q/-V
Head Pressure: 9.2 psi @
Flow rate: 1.0 mL/min. v

Oven temperature program: \\/
Initial temp. = 80°C, hold for 1 min.
Ramp! at 20°C/min., Q
Final temp. 1 =250°C, hold for 5 min.
Ramp 2 at 30°C/min., A

Final temp. 2 = 280°C, hold for 3 m\%

SIM: m/z 258 (qauntitation ion) QQ
m/z 187
m/z 189

Typical Retention Time: RH-728 ]@91 1 min.

HP 6890 GC/ECD (Rix-335) for 91 and RH-7399:

Injector: HP 6890
On-column«moide
Injection temp:: 150°C \
Injecti ume: 1.0 pL

Column: R 0.32 mm ID x 30 m; 0.25 pm film)
C gas: Helium
Pressure: 9.9 psi
ow rate: 2.0 mL/min.
Oven ture program:
Q§ Initial temp. = 60°C, hold for 1 min.
Ramp at 10°C/min., -
Q Final temp. = 220°C, hold for 5 min.
@etector: Temp. = 300°C
A Mode: Constant flow (column + makeup = 60 mL/min.)
& Makeup Gas = Nitrogen

@2 Typical Retention Time: ~ RH-7399:  ~16.1 min.

Q RH-7391: ~16.4 min.

© 19
QQ%
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7.2 Preparation of Standard Solutions §
7.2.1 Stock Standard Solutions QZQ(/-
Weigh ~10.0 mg each of RH-7281, RH-1452, RH-1455, RH-7391 0%7399
analytical standards on an analytical balance. Transfer each mat info individual

100 mL volumetric flasks, correct for purity, and add adequate e of ethyl
acetate to make 100 ppm stock solutions. Store in a refrige

7.2.2 Intermediate Standard and Spiking Sohmons >

Make the 1.0 pg/mlL intermediate standard solutj m the above stock
solutions by diluting 1.0 mL of each stock so to 100 mL with ethyl acetate.
Make the spiking solution (mixed three) by 0 mL each of 100 pg/mL -
stock solutions of RH-7281, RH-1452, 1455 and dilute to 100 mL with

ethyl acetate. Store all solutions in a re

7.2.3 Working Standards @

standard solution with e

Concentration Q Aliquot size and source Final Volume
0.15 pg/mL % 15 mL of 1.0 pg/mL 100 mL
0.10 pg/mL 10 mL of 1.0 pg/mL 100 mL
0.050 pg/mL 5.0 mL of 1.0 pg/mL 100 mL
0.010 pg/ 1.0 mL of 1.0 pg/mL 100 mL

Stc?\n g standard solutions in a refrigerator and prepare fresh every six
mo

ég Preparation of Standard Curves

A minimum of four standard solutions are prepared in a desired concentration
range. Standards and samples are preferably quantitated by peak area, although
height may be used. A linear regression is used to fit the instrument response into
the equation: Y =mX + b. A quadratic regression can also be used: Y = nX* +
mX + b. The concentrations of RH-7281, RH-1452, and RH-1455 in potato peel
samples are then determined from the standard curves.

20
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q%

74  TFortification Recovery @

Control samples are fortified with a known amount of RH-7281, RH- d
RH -1455 prior to extraction. Percent recovery is calculated by measurinig the
peak area or peak height, calculating the pg/mL found from the s curves

as shown in Equation 1: %
Found (ug/mL) x Final Vol. (mL) x 100% = % Recoveﬁ qu’l.

Fortification Amount (ng)

detection and quantitation are made on the corresp -.,- dlng ester derivatives.
Because of this, a correction for the change :\ -

order to accurately calculate analyte recovefies\based on the acids. A correction
factor of 1.06 is used to adjust for the d@e in the molecular weight between
RH-1452 and its methy! ester RH-7391. ilarly, a factor of 1.12 is used to
adjust the RH-1455 assay for the hi olecular weight of its methyl ester RH-
7399. The correction factors are ted as follows:

RH-7391 (mw = 234) / RH%%’[W =220)=1.06

RH-7399 (mw = 262) /@1 5(mw=234)=1.12

The correction can made by constructing standard curves of the esters to
directly reflect th. ntration of the acids. For example, 0.106 pg/mlL of RH-
7391 standard §n’e onds to 0.100 pg/mL of RH-1452.

7.5 -‘--:; Analysis
Inje@wolumes are the same for samples and standards. If necessary, the
samples are diluted to an appropriate volume to give a final concentration within
tandard curve range. Either peak heights or areas are measured and the
ntration of each component is determined from the standard curve.

¢ residue concentration in ppm is determined as follows:

Sample Weight (g)

Q§ Concentration (ug/mlL) x Final Volume (ml) = ug/g = ppm Eq.2

4 m
4
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7.6  Sample Calculation Q%

A-typical calculation for the recovery of 0.10 ppm fortification of potato p@y
(Tables 1 and 2; Figures 33 and 50) is demonstrated as follows: @

Calculation for RH-7281:

0.074778 (ug/mL)x 5.0 (mL) _ x 100% = 74.8% N

Calculation for RH-1452: &

0.097000 (ug/mlNx 5.0 (mL) _x 100% = 9@

0.50 pgx 1.06 &

Calculation for RH-1455:

0.081986 (ug/mi)x 5.0 (mL x1= 73.2%
0.50 pgx1.12 @

The above values were calculated u%a Rohm and Haas Data System(Reference

#2).

7.7  Expression of Tota%ﬁﬁé Level

In analysis of field trial sampfes, total residue level is usually reported. The
conversion of concen 4\@; of the metabolite to the equivalent concentration of
parent is calculated g .-‘ {lows:

pprn'parem equivalent for RH- 1452 = PPMgy.145 X 335/220 =1.52x PPIMgy.1452 Eq'3

PPMparent cq% RE-1455 = PPMigg 1455 X 335/234 = 1.43 X ppMhgy 1455 Eq.4

Th ;otal parent equivalent residue level in the samples is defined as:

.
3]

%
A, 18

@2 The time required to run a set of 6 samples is about 24 hours including data

Q acquisition.
2© 2

parent cquivalent — PP py.mg; + 1.52 X ppm py.145; + 1.43 X PP gy 455 Eq.5

Time Required to Run a Set of Samples
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8. Results and Discussion Q%

Both GC/ECD and GC/MSD have acceptable sensitivity for RH-7281, RH-739
RH-7399. Either linear responses or quadratic responses can be used in the co
range of 0.01 - 0.15 ng/mL depending on the regression coefficient (Figuresvz ).

As shown in Figures 23-25, 36 and Figures 40-42, 53, no significant in nce peaks

were found at the same retention times of RH-7281, RH-7391, and 9. In some
cases, small interference peaks (Ghthe-level of LOD)were detected ures 24 and 41),
due probably to contamination. ? <§

The limits of quantitation:.@@ﬁ)fbr RH-7281,.RH-7391, m@?”g areall 7
established &&0.02 ppm by analysis of fortifications at tha %t level (Tables 1 and 2).

The detection of RH-7281, RH-7391, and RH-7399 is confirmed by using either a
different detection method (MSD for RH- or a different stationary phase of the

analytical column (Rtx-35 for RH-7391 -7399). The results are demonstrated in
Tables 1 and 2; Figures 6-10 and 36- -7281); Figures 17-22 and 53-56 (RH-7391

and RH-7399). %

The GC inlet system includin insert and guard column must be clean and
conditioned to minimize the ation of RH-7281 and the broadening of RH-7391
peak. A temperature progr ’g. increasing injection temperature 30 °C below the
maximum column bleedi perature for 1 min. after the elution of the analyte peaks,
is found effective to remové, residues that remain in the inlet system.

samples) may be to improve the chromatography. If poor chromatography still

Removal of 0.50 % analytical column after a few analytical sets (about 100
€
persists after ges, a new analytical column may be required.

Typical chr grams of standards, calibration curve, potato peel control, fortified
samples& jal samples are shown in Figures 1 to 56.
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10.  Project Information Q

Study Title: Tolerance Enforcement Method for Parent RH-7281 and Its Tw@
Acid Metabolites, RH-1452 and RH-1455, in Potato Peel Was%

Project Number: 1401.15 %
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S\
Rohm and Haas Company %
X

Research Laboratory
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Spring House, PA 19477-0904 §Q
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Dates:
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Ipin Guo, Ken Kurilla, @les Hofmann

<
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will bf@ Rohm and Haas Archives.
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Table 1 Recovery Data of RH-7281

Fort. Level Reference Recovery, % Date @
(ng/e) Primary Confirm. mm/dd/yy Q

=S

0.02 TR 34-00-37 131 03/1Q 0\§
0.02 TR 34-00-37 124 03/1
0.02 TR 34-00-37 102 03 00
0.02 TR 34-00-37 90.4 2000
0.02 TR 34-00-37 76.8 4/2000
0.02 TR 34-00-37 77.1 03/24/2000
0.02 TR 34-00-37 89.5 114 4/03/2000
0.02 TR 34-00-37 91.7 105 4/03/2000
0.02 TR 34-00-37 88.1 04/18/2000
0.02 TR 34-00-37 78.7 04/18/2000
0.02 TR 34-00-48 79.3 Q 05/15/2000
0.05 TR 34-00-37 95.7 @ 03/10/2000
0.05 TR 34-00-37 90.0 03/10/2000
0.05 TR 34-00-37 74.3 © 03/17/2000
0.05 TR 34-00-37 7 03/17/2000
0.05 TR 34-00-37 7 03/24/2000
0.05 TR 34-00-37 C68.2 03/24/2000
0.05 TR 34-00-37 106 04/03/2000
0.05 TR 34-00-37 .6 96.2 04/03/2000
0.05 TR 34-00-37 105 04/18/2000
0.05 TR 34-00-37 98.5 04/18/2000
0.10 TR 34-00-3 99.4 03/10/2000
0.10 72.8 03/17/2000
0.10 84.8 03/24/2000
0.10 90.6 88.4 04/03/2000
0.10 98.1 04/18/2000
0.10 74.8 05/15/2000

Mean 90.23 101.92

SD 15.10 9.84

n= 27 5
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Table 2

Recovery Data of RH-1452 and RH-1455

Q

®V

Fort Level

Reference

RH1452(%) RH-1455(%)

(ne/g) Primary Confirm Primary  Confimm. mm/
L —
/.

002 TR 34-00-37  85.6 106 3/14002000
0.02 TR 34-00-37  83.6 103 0/2000
002 TR 34-00-37 161 135 %ﬂ /17/2000
002 TR 34-00-37 118 92.0 03/17/2000
002 TR 34-00-37 812 59.4 Q 03/24/2000
0.02 TR 34-00-37 743 52.9 03/24/2000
002 TR 34-00-37 922 127 z-ﬂ&, 04/03/2000
002 TR 34-00-37 103 63.7 5 04/03/2000
0.02 TR 34-00-37  76.0 88.5 126 SEL: 04/18/2000
002 TR 34-00-37  82.9 86.0 107 v— 7 04/18/2000
0.02 TR 34-00-48 792 72. 1Q 05/15/2000
0.05 TR 34-00-37 103 . 03/10/2000
0.05 TR 34-00-37 101 03/10/2000
0.05 TR 34-00-37  61.9 (7 2 03/17/2000
0.05 TR 34-00-37  60.5 8 03/17/2000
0.05 TR 34-00-37 819 @ 69.5 03/24/2000
005 TR 34-00-37 116 86.2 03/24/2000
0.05 TR 34-00-37 832 @ 67.7 04/03/2000
005 TR 34-00-37 943 679 04/03/2000
0.05 TR 34-00-37 979 %? 107 108 04/18/2000
0.05 TR 34-00-37  97.9 ?4, 108 116 04/18/2000
0.10 TR 34-00-37 634 % 56.3 03/10/2000
0.10 TR 34-00-37 73 743 03/17/2000
0.10 TR 34-00-37 B@ 71.9 03/24/2000
010 TR 34-00-37 82.8 04/03/2000
0.10 TR 34-00-37 94 4 103 103 04/18/2000
0.10 TR 34-00-48G5-91 .5 732 05/15/2000

Mean @ 90.19 90.82 87.74 116.40

SD @ 20.24 3.79 22.26 13.39

n= (Q 27 5 27 5

26
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Data File C:\HPCHEM\2\DATA\031020\001B0301.D

0.01lppm RH7281 B _ _4@2???7

; Y
Injection Date : 3/10/2000 4:37:13 PM Seq. Line :
Sample Name : stdl Vial : 1
Acg. Operator : ig Inj : 1

Inj Volume NI
Sequence File : C:\HPCHEM\2\SEQUENCE\IG031020.S
Acg. Method ¢ C:\HPCHEM\2\METHODS\PEEL-P.M
Last changed : 3/3/2000 2:11:59 PM by ig
Analysis Methed : C:\HPCHEM\2\METHODS\PEEL-P.M
Last changed ¢ 5/9/2000 12:22:42 PM by ig
RH7281 Potato Peel Waste METHOD,
Rtx-5, 30m, 0.53mm, 0.5um film SS
Flow Rate = 4,.0ml/m
ECD1 8, (0316200156301.0) 5
counts ]
180000 + Q
160000 - @
o O
. O
1000!!:-. @
aooce ] %
; ? -
%’ :
40000 .
E
20000 =
— 4 A
o
¢ T T T T
) 25 N s 10 128 15 175 mid

X
Default Calilzz%a%n Report (eother requested info not available)
(\% al Standard Report {no recalibration)
o

Sorted B @ : Signal

Calib. odified 5/9/2000 12:22:35 PM
Multipl ' 1.0000 _
Dilution : 1.0000 _

si : ECD1 B,

e e Type Area Ant/Area Amount Grp Name

(min} | counts*s [ng/ul]

|
Jé%b 11.177 BBA 2.72881ed 4.02528e-7 1.0%842e-~2 RH7281

@ tnstrument 2 5/9/2000 12:24:48 PM iq

© Figure 1. 0.010 pg/ml Standard RH-7281 (GC/ECD). -

g
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3
53

0.05ppm RH7281 _ _ é\/
ol

O

Data File C:\HPCHEM\2\DATA\03 1020400280401.D

Injection Date 3/10/2000 5:00:52 PM Seq. Line
Sample Name std2 Vial
Acq. Operator ig Inj

1l

+ or we we

Inj Volume

Sequence File : C:\HPCHEM\2\SEQUENCE\IG031020.S \@
Acg. Method : C:\I‘IPCHEH\Z\HETHODS\PEEL-P-H

Last changed : 3/3/2000 2:11:59 PM by ig

Analysis Method : C: \HPCHEM\ 2 \METHODS\PEEL~P . X

Last changed t 5/9/2000 12:22:42 PM by ig

Rtx-5, 30m, 0.53mm, 0.5um film
Fiow Rate = 4.0ml/m

RH7281 Potato Peel Waste METHOD, S§
ECD1 B, (031020700280401.D)
counts ] g

g f
Y

20000
T P M H
0 1 i\ 1 L 1 L L
2 25 c%b 758 10 125 15 175w
S

Default Calihraﬁen\\’neport {other requested info not available)
E@l Standard Report (no recalibration)

X

Sorted By H Signal
Calib. bat ified : 5/9/2000 12:22:35 FM
Multipli H 1.0000
Dilutio : 1.0000

SignaQ: ECD1 B,

Re Type Area Amt /Area Amount Grp Name
By

countsws (ng/ful]
- I -
é&.l?s BBA 1.09140e5 4.23650e-7 4.62373e-2 RH7281

otals : 4,62373e~2 .
iQ-q—nmnm— 2 RIQIONNO 12:74+57 DM {a Paga 1 nf 2. .

©>Q Figure2.  0.050 pg/ml Standard RH-7281 (GC/ECD).

g

FORM 4685 REV 10,78



Technical Report 34-00-49

Data File C:\HPCHEM\2\DATA\011020\003B0501.D

0.10ppm RH7281

-

Injection Date
Sample Name
Acqg. Operator

Sequence File
Acg. Method
Last changed

Analysis Method

Last changed

Rtx~5,

30m,

0.53mm,

std3l
ig

*a se e

3/10/2000 5:24:24 PM

: 5/9/2000 12:22:42 PM by ig
RH7281 Potato Peel Waste METHOD,

Flow Rate = 4.0ml/m

0.5um film

C:\HPCHEM\ 2\ SEQUENCE\IG031020.5
C: \HPCHEM\ 2\METHODS\PEEL-P.M
3/3/2000 2:11:59 PM by ig

C:\HPCHEM\2\METHODS\PEEL-P.M

=\
ECO1 B, (00102005360501 D)
180000 - Qg
160000 §§§
140000 <::>
120000 @i;)
100000 - -
&S
X
80000 - [
] ;g =
50000 - T
40000 - Q;Zfég
20000 -
) N | M
u 1 £ Q 1 LI T L] [
2 25 ) 78 19 128 15 15 mi
—y

Default Ca}ihfﬁiion Report (other requested info not available)

D§§§§§%ernal

Standard Report (no recalibration)

3

Sorted By. : Signal
Caliba Modified : 5/9/2000 12:22:35 PM
Mul = : 1.0000
DiY H 1.0000
%nal 1: ECD1 B,
tTime Type Area Amt/Area Amount Grp Nanme
min) counts+s (ng/ul])
1.92409e5 4.5083%e-7 8.67442e-2 RH7281

- I-
C:S§D 11.174 BBA

A
&
Y

O

g

Totals

Instrument 2 5/9/2000 12:24:54 PM iq

Figure 3.

8.67442e-2

0.10 pg/ml Standard RH-7281 (GC/ECD).

Page 1 of 2
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N

File : C:\HPCHEM\1\DATA\032920\STDA4.D Q
Operator : ig \/
Acguired : 29 Mar 00 17:53 using AcgMethod 7281SIM _ @
Inatrumerrt : 5973 G
Sample Name: std 0.1Sppm
Misc Info
Vial Number: 4 v

undance TIC STDA4D \'\/'

1600 %
RH7281

1400

<\

1000

=0, %
— - -

o — %
1

Tuno—> 400 500 600 900

1100 1200 1300 1400 1500 800 1700

2374 (10.821 min) STOA4.D

Q%
(Q 253
bor]
b1
150 Q} )
100
I
!
o T 1] 1 | T T 1 L) 1 1 1 1 L T L i 1 ) !
] wu1as190195200205210z1smmmmzwz4szsozssmm

& .
&
Q Figue 9. 0.15 pg/ml Standard RH-7281 (GC/MSD, Peak Areq = 2194).
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MA@ LAl \n:un:.u\‘\un;n\uua.u4u\uu-tnuuwa.u

0.15ppm RH7281

Sampie NQ

%\V

i

Injection Date
Sample Name
Acg. Operator

3/10/2000 5:48:00 PM
std4

ig

Sequence File
Acg. Method
Last changed
Analysis Methed
Last changed
RH7281 Potato Peel Waste METHOD,
Rtx-5, 30m, 0.53mm, O0.Sum film
Flow Rate = 4.0ml/m

n
Inj Voluma

C: \HPCHEM\ 2\ SEQUENCE\IG031020.S
C:\HPCHEH\Z\HETHODS\PEEL-P.H
3/3/2000 2:11:59 PM by ig
C: \HPCHEM\ 2 \METHODS\ PEEL~P .M
5/9/2000 12:22:42 PM by ig

ECD1 B, (3102000480801 D)

= A

11175+ RH7281

y N

0 25 L8/ 75 10

125

175 __mud

Default Calibé§§233 Report {other requested info not available)

Standard Report (no recalibration)

Signal
1.0000

j o 1.0000
% ECD1 B,

Signa
Rgigime Type Area Amt/Area Amount
] counts#s {ng/ul)

5/9/2000 12:22:35 PM

1.175 BBA 2.70596e5 4.85023e-7 1.3124%e-1

Totals : 1.31245e-1

<i§§§§nstrument 2 5/9/2000 12:24:57 PM ig

Figure 4. 0.15 pg/ml Standard RH-7281 (GC/ECD).

Grp Name

RH7281

Page 1 of 2
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&
¢

Method C:\HPCHEMY2\METHODS\PEEL-P.M

v
Calibration Curves /\%
Area | RH7281 at exp. RTNQ1.176
; . | EcD1 B,
250000 4 4 Correlation: 0.99472
zmnoo- Residual Std v 1 21449.61478
3 3 Formula: y + bx !
150000 [] a: 5135236 !
b: 2.5228%a6 '
100000 4 Q X unt {ng/ul]
50000 $ ea
Q T T T
0 ags a1 a1s

<<§§
<

Q Figure 5. Calibration Curve of RH-7281 (GC/ECD),

oo

&

g .
O

g
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File

Operator : ig

Acquired : 29 Mar 00 16:33
Instrument : 5973

Sample Name: std 0.0lppm
Misc Info

Vial Number: 1

: C:\HPCHEM\1\DATA\032920\STDA1.D

N4

Q%

-
&

using AcqgMethod 7281SIM

rlbundam:e TIC STDA1.D \
1600 Q;sz
1400 3 2
1200 %
1000 l
RH7281 22% [
m
500 |
’ © !
0 10.82 k
A . 20 s diermrain
[s=d :
D 1 h LI 1 1 C\:-\:?——’Ib 1 U M T LA | LI LU T L
TMime=> 4 00 5 00 6 00 700 300 900 00 1100 1200  13.00 1400 1500 1600 1700
[Abundance 2372 (10,815 miny STDA1.D !
187
I
o F % ;
55 v
I
&0 H
45 258

FORM 4685 REV 10/78



Technical Report 34-00-49

File : C:\HPCHEM\1\DATA\032520\5STDAZ.D

Operator 1 ig

Acquired : 29 Mar 00 17:00 using AcgMethod 7281SIM
Instrument : 5973

Sample Name: std 0.0
Misc Info
Vial Number: 2

Sppm

undance

1600

1400

1200

1000

200

B L -

TIC STDAZ.D §

bl

iy e
[fime—> 4 00 500 800 7

[l

e —_— —
00 800 10001100 1200 1300 1400

1500

1600__ 17.00

Abundancs
187

180

N

N

100 T
%%

%\5 can 2375 (10 823 min): STDA2.O

- N,
R

T 1 ¥ T T v

Figure 7. 0.050 pg/ml Standard RH-7281 (GC/MSD, Peak Area = 864).
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Q%

File : C:\HPCHEM\J.\DA’I’A\CJ32920\STDA3.D \/
Cperator : ig - e %
Acquired : 25 Mar 00 17:26 using AcgMethod 7281SIM
Instrument ; 5873 @
Sample Name: atd 0.10ppm
Misc Info ?
Vial Number: 2

N

undanca TIC STDA3 D %\)

B =

. . &
- §
: ® :
N 9 §
! -

Time-> 400 500 400 700 abo 900/ 100 1100 1200 1300 1400 1500 1800 1700

NN
da B¢an 2374 (108099 min) STOAD
rﬂ.bun nce 1T7 % ( )

1 .
mi @ |
TS i
Tl

, i
&1%"@ma&*&:&.mmasaasﬁmﬁoga'»'zar;l
Q@ Figure 8.  0.10 pg/mi Standard RH-7281 (GC/MSD, Peak Area = 1745).
© 34
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R
RH-7281, 032920
Response

. S\ e
| <
2.00e+003i Q;?b
1:50e+003{
1.00e+003£
5.00e+002_: l
OW “ T T I T

<S§§5 50 100 150
Amount
R= @4e-002 A*A + 1.92e+001 A + (0.00e+000
(% Curve Fit: Quad/(0,0)

~
égggthod Name: C:\HPCHEM\1\METHODS\7281SIM.M
(::) alibration Table Last Updated: Thu Mar 30 0B8:08:58 2000

Figure 10, Calibration Curve of RH-7281 (GC/MSD).

36

FORM 4685 REV 10/78



Technical Report 34-00-49

Operator:
Sample : 0.0l m2 Inst ;
‘Misc+ H

Quantitation Report

Data File : c:\hpchem\2\data\031320\STD1.D Vial: 1
Acg On : 3-13-00 5:50:11 BPM

——

: Multiply:
Sample Amo
IntFile : EVENTS.E

Quant Time: Mar 14 7:59 19100 Quant Results File: PEEL-M)RES

g

Q%

ECD
0
.00

Quant Method : C:\HPCHEM\2\METHODS\PEEL-M.M (Chemsta 'C§§§g;egrator)

Title : 02-29-00

Last Update : Tue Mar 14 07:54:35 2000

Response via : Multiple Level Calibration <i:§
DataAcqg Meth : PEEL-M.M

Signal Phase :

Volume Inj. : ézg&b

Signal Info

t

1

1

1.

Rasponse_ : STD1.DECDIA Q§§::

s Q
- i
el O

9e+07

¥
o %?

20007 N s g
- - e
1007 -
i i
1°4§§?i
) P
) ] F
Tima

Figure 11.

100 2,00 3.00 400 800 600 760 850 8o 10.0011,00 12.00 13:00 14 00 14 00 18,00 17,0018 0018 00 20 00"
.0 PEEL-M.M Tue Mar 14 07:59:19 2000

Page 2

0.010 pg/ml Standard RH-7391 and RH-7399 (GC/ECD, Rix-225)

Peak Area RH-T391 = 79582668, Pcak Area RH-739¢ = 72697150.
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Technical Report 34-00-49 \Q

Quantitation Report %

Data File : c:\hpchem\2\data\031320\STD2.D Vial: 2 <:;§
Acg On : 3-13-00 6:17:23 BM Operator:
Sample : 0.05 m2 Inst : i
Misc . ™ Mulciplr:

Sample Amoun 00

IntFile : EVENTS.E

Quant Time: Mar 14 7:59 19100 Quant Results File: PEEL-M.
Quant Metheod : c:\HPCHEM\Z\METHODS\PEEL-M.M (Chemstati \h(\a:/egrator)
Title : 02-29-00
Last Update : Tue Mar 14 07:54:35 2000
Response via : Multiple Level Calibration
DataAcg Meth : PEEL-M.M
Volume Inj. :
Signal Phase :
Signal Info :
Fom-_ STOLOECDIA \7<~7
14«08{ 2 . !
1%} 5
120408

| O |
1.1l‘08'| )

19408 -

” 7
o %?

" 9 e
- §§

i
. |
Je+Q7 g i
2 !
26407 % l ‘
b3
19407 S/
L
Q -
1
O. -]
i 3
£

100 2,00 300 400 300 850 700 850 3 bo m'ooﬁﬁ.'m1'zfooiafou1if6015fudsa'ou11'ou1sfod19'oo:ofoohﬁ

&2 .D  PEEL-M.M Tue Mar 14 08:00:03 2000 Page 2

@ Figure 12. 0.050 pg/ml Standard RH-7391 and RH-7399 (GC/ECD, Rtx-225)
Peak Area py.g19; = 424704907, Peak Areapy 1309 = 370760445.

38

FORM 4685 REV 10/78



Technical Report 34-00-49

N4

v, O°

Quantitation Report

Data File : c:\hpchem\2\data\031320\STD3.D
Acg On : 3-13-00 6:44:36 PM Operator: é%
Sampla : 0.10 m2 — Inst —
Misc Mult:iplr

- Sample Amoun 00
IntFile : EVENTS.E

Quant Time: Mar 14

Quant Method :

Title
Last Update
Response via

8:00 19100 Quant Results File: PEE ‘\Q;;

C:\HPCHEM\ 2\METHODS\ PEEL-M.M (Chemstagié%i?htegrator)

: 02-29-00
: Tue Mar 14 07:54:35 2000

: Multiple Level Calibration
DataAcg Meth :

PEEL-M.M

Volume Inj. :
Signal Phase :

Signal Info Qxaéi

o S
Respanse_ STDA.DECDIA %

S
ke

1 40+038
1.30+08

1 2e+08

[ k]

26407 :%

1ee07

| o L)
: gz
§ ! i3
T T T T T T T T T T y T T Ty T rrT LAABAORAR M
1.00 2.00 300 400 500 800 700 800 600 100011,00 X A A
PEEL-M.M

Tue Mar 14 08:00:45 2000 Page 2

Figure 13. 0.10 pg/ml Standard RH-7391 and RH-7399 (GC/ECD, Rtx-225)

Peak Area RH-7391 = 869576680, Peak Area RH-7399 — 754744397.
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Technical Report 34-00-49

g

Q%

Quantitation Report

Data File : c:\hpchem\2\data\031320\STD4.D Vial: 4

Acq On : 3-13-00 7:11:49 PM Operator: V

Sample y : 0.15 m2 —Inst T: G

Misc Multiplr:égfgéép
Sample Amount:

IntFile : EVENTS.E

Quant Time: Mar 14 8:01 19100 Quant Results File: PEEL-M§§§%

Quant Method
Title

Lasgt Update
Response via

: C:\HPCHEM\2\METHODS\PEEL-M.M (Chemstaticn
: 02-29-Q00
: Tue Mar 14 07:54:35 2000

: Multiple Level Calibration
DataAcg Meth :

grator)

PEEL-M.M

Volume Inj. :

Signal Phage :

Signal Info
Response_

1 4¢+08
1 Je+08
1 28+08
1 1e+08
o 9
o7
8a+07

— Q
=T
e

“_»/L

w0

4007

Joed7

2e+Q7

1e+07

.

L&rm. ]
41381, 0

1 LA

S S . 4
1.00 200 300 400 5.00 800 700 8po 850 1000 11,00 12.00 13.00 14.00 15,00 189917 00 1800 1000 2000 . ,

4 .D PEEL-M.M Tue Mar 14 08:01:26 2000 Page 2 |

Figure 14. 0.15 pg/ml Standard RH-7391 and RH-7399 (GC/ECD, R1x-225)
Peak Area RH-7391 = 1407692926, Peak Area RH-7399 = 1221064799.
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Technical Report 34-0049 \V

Q%

&
9

\V;

RH-7391, 03-13-2000 Q§§§§7
Response Q;Z§§
] <:20
1.40e+009_ &
1.20e+009
A Y/
1.00e+009
8.00e+008]
6.00e+008_| Q
4.00e+008] ngiég
2.00e+008 <i::>
vé
0 e ———]
0 50 100 150
Amount
R se = $.37e+006 * Amt
Coef of( D {(r*2) = 0.995 Curve Fit: Linear/(0,0)

zzgéééiizmez C : \HPCHEM\ 2 \METHODS\ PEEL-M.M -

bration Table Last Updated: Tue Mar 14 07:47:28 2000

Q Figure 15.  Calibration Curve of RH-7391 (GC/ECD, Rtx-225).
<;§§:: ) 41
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Technical Report 34-0049 \%

i
1.20e+009_ E;§§
1.00e+009] <i;i;

&
RH-7399, 03-13-2000 XN
Response

8.00e+008_ (::)§
- © D

6.00e+008_

i \7 L
4.00e+008

- i
2.00e+008_]

L

0 -—
50 100 150 1
Amount

%

Bponse = 8.10e+006 * Amt
ng{ f) Det {r*2} = 0.996 Curve Fit: Linear/ (0, 0)
fan)

e -
ethod Name: C: \HPCHEM\ 2\METHODS\ PEEL-M. M
Calibration Table Last Updated: Tue Mar 14 07:47:28 2000

Figure 16.  Calibration Curve of RH-7399 (GC/ECD, Rtx-225).
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Technical Repo Quantitacion reporc \

X

bata File :

c:\hpchem\2\data\050120\STD1.D Vial: 1
Acg On : 5-1-00 5:02:10 pM Operator:
Sample : 0.01 m2 Inst : GC _ECD
1l

Misc : Multiplr: 168y /
Sample Amount:

IntFile : EVENTS.E

Quant Time: May 2 7:02 19100 Quant Results File: PEEL-C. <:::>

Quant Method : C:\HPCHEM\z\METHODS\PEEL-C.M (Chemstation Inte ator)

Title : 02-29-00

Last Update : Tue May 02 06:47:05 2000 ®

Response via : Multiple Level Calibratien
DataAcg Meth : PEEL-C.M

Volume Inj.

Signal Phase : A

Signal Info : X
ﬁesponse_‘ STD1.DECDIA %7
148+08 :é

- <
o e
Ta+Q7 %’?

Ge+07

e S,

R
m—

10000000 <; -
Q 7
c -
] T i T Il b T ] L) L I |
Mima \N__ 2.00 400 a0g 800 1000 1200 1400 _ 1800 1800 2000

STDIMD PEEL-C.M Tue May 02 07:02:24 2000 Page 2

;A‘&igure 17 0.010 pg/mi Standard RH-7391 and RH-7399 (GC/ECD, Rtx-35)

Peak Area ru-7391 =105206321 , Peak Area ru-1399 =102601052,
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Technical Report 34-00-49

Quantitation Report <:§§Z§b

Data File : c:\hpchem\2\data\050120\5TD2.D Vial:
,Acg On : 5-1-00 5:32:04 PM — Cpexator
Sample : 0.05 m2 Inst

ECD
Misc : Multipi%j)ﬁ.oo
Sample 0.00
IntFile : EVENTS.E AmgtEiV

Quant Time: May 2 7:02 19100 Quant Results File: P S
Quant Method : C:\HPCHEM\2\METHODS\PEEL-C.M (chemsta§2§ﬁ>1ntegrator)
Title : 02-25-00

Last Update : Tue May 02 06:47:05 2000

DataAcg Meth : PEEL-C.M

Volume Inj. :
Signal Phasge :

Signal Info : §§Z:b

Response via : Multiple Level Calibration S

- —
- s
- X

{
(///[%

-G

-

L

-

e E————— 1 ]

S ——— T )
H

[}
éé%b Time 200 400 800 mbo 100 1200 jam 1
<:;?§ STh2.D PEEL-C.M Tue May 02 07:03:06 2000 Page 2

Figure 18.  0.050 pg/ml Standard RH-7391 and RH-7399 (GC/ECD, Rix-35)
Q Peak Area rumo) =626408524,  Peak Area rruramo =516386376.

RH-T08,
RH-T391,

2
=
3
]
B

FORM 4685 REV 10/78



Technical Report 34-00-49 \Q
Juancaicacion xeport <:§§2?b
Data File : c:\hpchem\2\data\050120\STD3.D Vial: 3
Acg On : 5-1-00 6:02:00 PM Operator: Q§§j?
Sample . : 0,10 m2 —Inst — ECDy--
Misc : Multiplr:

IntFile

: EVENTS.E

Sample Amount:

Quant Time: May 2 7:03 1%100 Quant Results File: PEEL-Cq%i%;

Quant Method
Title

Last Update
Responsge via

Volume Inj.

: 02-29%-00

: Tue May 02 06:47:05 2000

: Multiple Level Calibration
DataAcg Meth :

: C:\HPCHEM\2\METHODS\PEEL-C.M (ChemstatiogQé?%égrator)

AQ

PEEL-C.M

Signal Phase :
Signal Info
Responsa_

1

l

1 4a+08 -

—

\

@-

STD3.DAECDIA

1 Jee08

120+08

1 1e+08

1e+08

Se-H37 4

Be+07

11

%)
d ’
Q
=3

W '

IV

T

12.00
Tue May 02 07:03:48 2000

Ter07

Ba+07

40407

3aeQ7

20407

1007

1 <Q
N©
Iy

83,.0 PEEL-C.M

“RH-130,
RH-1201,

2
gq

200 400 800 sp0 10w 1400 18,

Page 2

Figure 19. 0.10 pg/ml Standard RH-7391 and RH-7399 (GC/ECD, Rtx-35)

Peak Area RH-7391 =1299297577 3 Peak Area ru-1399 =1035717308.
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Technical Report 34-0049 \V

Quantitation Report <:§§Z?§

Data File : ¢:\hpchem\2\data\050120\STD4.D Vial:

Acg On : 5-1-00 6:31:55 PM Operator:

‘Sample : 0.15 m2 ~  Inst : CD

Misc _ Multlp@.oo :
Sample Amo .00

IntFile : EVENTS.E

Quant Time: May 2 7:04 19100 Quant Results File: PE§§§§¢RES

Quant Method : C:\HPCHEM\2\METHODS\PEEL-C.M (Chemstaggééblntegratcr)

Title : 02-29-00
Last Update : Tue May 02 06:47:05 2000 {i;i
Response via : Multiple Level Calibration

DataAcqg Meth : PEEL-C.M &

Volume Inj.
Signal Phase :

Signal Info S5~

Response_ STD4.ECDIA O %

“

- X

— Y

30407 §§§§b

20407 >

0 |

~RH-TM,
fuoi-138),

AL
Q&lﬁm
4.0 PEEL-C.M Tue May 02 07:04:30 2000 Page 2

T
™ 800 800 1000 _ 1200 1400 8

8
=
8
]
8

Q/ Figure 20.  0.15 pg/ml Standard RH-7391 and RH-7399 (GC/ECD, Rix-35)
Q Peak Area RH-1N = 1858354530, Peak Area rRH-7399 =144959168.
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Technical Report 34-00-49 \?

e

&
e

RH-7331, 05-01-2000 Q§§b
Response

2.00e+009. :20

1.50e+009 <>

-

1.00e+009_]

] ¥

5.00e+008_] ngfb

J

N

. S —————————————————]
0 @ 50 100 150
% Amount

nse = 1.30e+007 * Amt
Coef Det (r®2) = 0.396 Curve Fit: Linear/(0,0)

Q

od Name: C:\HPCHEM\2\METHODS\PEEL-M.M
ration Table Last Updated: Tue May 02 06:47:05 2000

Q & Figure 21.  Calibration Curve of RH-739] (GC/ECD, Rix-35).
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Technical Report 34-00-49 \?

&<

&
&

RH-7399, 05-01-2000 \
Response

g
1.40e+009_ 2&
1.20e+009.] QQ

1.00e+009
8.00e+008.]
6§.00e+008

4.00e+008]
2.00e+008_] E% :
Ve
0
N r T " : T — r r r r T
50 100 150
ngzb Amount ’
(::jr onse = 1,.00e+007 * Amt
Coe"!b

Det {(r®2) = 0.998 Curve Fit: Linear/(o,0)
AN
%\’
ethod Name: C:\HPCHEM\Z\METHODS\PEEL-H.M
alibration Table Laat Updated: Tue May 02 06:47:05 2000

Figure22.  Calibration Curve of RH-7399 (GC/ECD, Rix-35).
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Technical Report 34-00-49 Q§§;

Data File C:\HPCHEM\2\DATA\031020\00680801.D Sample Npl-ool
Peel control

— b7
Injection Date : 3/10/2000 6:35:15 PM Seq. Line :
Sample Name ! pl-001 Vial
Acg. Operator : ig Inj 1
Inj Volume : Bl
Sequence File ¢ C:\HPCHEM\2\SEQUENCE\IG031020.§ Q§§$f
Acq. Method : C:\HPCHEM\2\METHODS\PEEL-P.M N
Last changed i 3/3/2000 2:11:55 PM by ig
Analysis Method : C:\HPCHEH\Z\METHODS\PEEL-P.H
Last changed : 5/9/2000 12:22:42 PM by ig
RH7281 Potato Peel Waste METHOD,
Rtx-5, 30m, 0.53mm, 0.Sum film
Flow Rate = 4.0ml/m c:&&
ECO1 B, (031020C08E0001.0) 5
]

120000 - Q?

160000 /\2

140000 <3§§§b

1hnn1 (::)

100000 @

N

\(Q External Standard Report

Sorted By §\' : Signal

Calib. Data ified : 5/9/2000 12:22:35 PM

Multipli H 1.0000

Dilutio : 1.0000

Sign “ECD1 B,

RetTim Type Area Ant/Area Amount Grp Name )
in) counts+*g [(ng/ul)

s==| I I | ==
176 - - - RH7281
& Totals : 0.00000

& Results obtained with enhanced integrator!

@Instmant 2 5/9/2000 12:25:04 PM ig Page 1 of 2

@ Figure 23.  Control Potato for RH-7281 Analysis (GC/ECD),
Q RH-7281 Found = 0 ppm

@
&
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Technical Report 34-00-49 %\g

Data File C:\HPCHEM\2\DATA\032720\006B0801.D Sample Name: QOM i
peel control _ o @/ |
Injection Date : 3/27/2000 7:08:44 PM Seq. Line : M
Sample Name : p3-001 vial :

Acg. Operator s ig Inj :
Inj Volume 1/ml
Acq. Method : C:\HPCHEM\2\METHODS\PEEL-P.M \Vy
Last changed : 3/27/2000 9:14:19 AM by ig
Analysis Method : C:\HPCHEM\2\METHODS\PULSOR.M
Last changed t 5/24/2000 1:14:40 PM by dc
(modified after loading)

RH7281 tomato puree

Column flow, N2, 4.0 ml/min
RTX~5MS (0.53mm I.D. x 30m; O.5um film)
O —

on column injection
ECD1 B, (33272000660801 D)

core Q\<
< S
= @@

- &

80000
| ¢ ;
g
200001 |
o ] U e T L) LU ] L T
0 28 \\\7<\7 s 13 10 12s 15 178 ™
@ External Standard Report
%\) -
Sorted B : Signal
Calib. odified : 5/23/2000 3:02:16 PM
Multi : 1.0000
Diluti H 1.0000 -
si@ 1: Ecp1 B,
me Type Area Amt /Area Amount Grp Name
n) | counts#s [ug/ml]
& 10,796 VB 3..4934464 2.73048e-7 9.51877e=3 RH7281
Totals : 9.53877e-3

%zlnstmant 2 5/24/2000 1:14:48 PM dc Page 1 of 2

Figure 24.  Control Potato for RH-7281 Analysis (GC/ECD, 03/24/2000).
© RH-7281 Found = 0.00954 ppm
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Technical Report 34-00-49

| Q

Data Pile C:\HPCHEM\2\DATA\051620\007B0901.D Sample mme@/

Control Peel a1

-001 @ -1 @
[ o

Injection Date
Sample Nanme
Acg. Operator

e 4 me

ig
Sequence Fila

$/16/2000 6:50:0Q1 PM Seq. Line
p-002 vial

C:\HPCHEM\ 2\ SEQUENCE\I1G051620.5

Inj
Inj Volume

Acg. Method 1 C:\HPCHEM\2\METHODS\PEEL-P.M
Last changed t 571372000 3:59:01 PM by ig
Analysis Method : C:\HPCHEM\2\METHODS\PEEL-P.M
Last changed t 5/26/2000 1:38:56 PM by dc 25
RH7281 Potato Peel Waste METHOD, .
Rtx-5, 30m, 0.S3mm, 0.5um f£filnm @
Flow Rate = 4.0ml/m
CO1 B, (08160 GITBONG.D) > N
ecunts ] o <i;i%
100000 S §)\f.
- ©:
0000 - @ =
x
“
=z
0000 - q «
20000 . l -
o '\\<> . . . T '
28 =% 18 10 125 15 175
=
O % Extarnal Standard Report
o
s Sorted By : Signal
calib. D itied ": 572672000 1:38:47 PM
Multipl : 1.0000
Diluti : 1.0000
siq-Q:g; ECD1 B,
£Timd Type Area Ant/Area Amount Grp .Name
in) counts#*s [ng/ul}
| -

O
0.758 -

Totals :

- - RH7281
0.00000

Results obtainad with enhanced integratoer!

z@ Figure 25. Control Potato for RH-7281 Analysis (GC/ECD, 05/15/2000 '

RH-7281 Found = 0 ppm

s}
Q
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Technical Report 34-0049

Data File C:\HPCHEM\2\DATA\031020\008B1001.D

Sample Nam 1=-003
peel fort. 0.02ppm \f
- ).
Injection Date : 3/10/2000 7:22:25 BM Seq. Line :
Sample Name ! pP1-003 Vial ;
Acg. Operator : ig Inj 3
In} Volume :\1 ul
Sequence File : C:\HPCHEM\2\SEQUENCE\IG031020.5 m\/
Acg. Method : C:\HPCHEM\2\METHODS\PEEL-P.M \
Last changed t 3/3/2000 2:11:59 PM by ig
Analysis Method : C:\HPCHEM\2\METHODS\PEEL-P.M
Last changed : 5/9/2000 12:22:42 PM by ig Q
RH7281 Potato Peel Waste METHOD,
Rtx-5, 30m, 0.53mm, 0.5um film Sé
Flow Rate = 4.0ml/m
ECD1 B, (031G2000861001.0) (;i_\
!
% External Standard Report
: Signal *
: §5/5/2000 12:22:35 PM
: i.0000
H 1.0000
R ime Type Area Amt/Area Amount Grp Name
nj counts*g {ng/ul)
.174 PBA 6.03334e4 4.10532e-7 2.47688e=-2 RH7281
Totals : 2.47688e~2
&' Results obtained with enhanced integrator!
%Instrument ? §/9/2000 12:25:10 PM ia Page 1 of 2 _ _
Q/ Figure 26.  Fortification of RH-7281 at 0.020 ppm (GC/ECD, 03/10/2000) =
RH-7281 Found = 0.02477 ppm, Recovery = 124%. .
O .
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Technical Report 34-00-49

Data File C:\HPCHEM\2 \DATA\032720\008B1001.D Sampl
peel fort. 0.02ppm .

-~

N4
' O

——

Injection Date :
Sample Name H
Acqg. Operator :

Acg. Method
Last changed

3/27/2000 7:56:03 PM Seqg. Line :<§§?
P3-003 vial

ig Inj : 1
Inj Vol

21 ul
C:\HPCHEH\Z\METHODS\PEEL—P.H

¢ 3/277/2000 9:14:19 AM by ig
Analysis Method : C: \HPCHEM\ 2\METHODS \ PULSOR. M
Last changed : 5/23/2000 3:07:10 PM by dc
(modified after loading)

RH7281 tomato puree S
Column flow, N2, 4.0 ml/min
RTX-5M5 (0.53mm I.D. x 30m; 0.5un £ilm)

on column injection )
ECD1 B, {Sa2720\00851001.0} \/-(\7

- &
- &

1l
10783 - RHT281

g 28 S & 75 10 125 35 118 mid
o

q§§§b External Standard Report

ONSS -
Sorted H Signal
Calib. Data Modified 5/23/2000 3:02:16 PM
Multi H 1.0000
Dilu : 1.0000

s 1 1: ECD1 B,

me Type Area Amt/Area Amount Grp Name
nj : countsws : [ug/ml)
Cigb 10.793 pB 8.46440e4 2.805360-7 2.37457%7e~2 RH7281

& Totals : 2.37457e-2
;@(nsment 2 5/23/2000 3:07:26 PM dc Page 1 of 2

Figure 27. Fortification of RH-7281 at 0.020 ppm (GC/ECD, 03/24/2000)
Q RH-7281 Found = 0.02375 ppm, ~ Recovery = 77.1%,
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Technical Report 34-00-49

Data ;ile E:\HPCHEH\2\DATA\051620\00831001.D . Sample Namgééé??é;
Fortification at 0.02ppm 0% &7-007F-|

Injection Date : $/16/2000 7:13:39 PM Seq. Line : 10 \(
Sample Name : p=003 vial :
Acq. Operator :

8
ig N4
In} Volume 1
C: \HPCHEM\ 2\ SEQUENCE\IG051620.5

€: \HPCHEM\ 2 \METHODS\ PEEL~P . X Q

Sequence File

Acqg. Method

Last changed $/13/2000 3:59:01 PM by ig

Analysis Methed C:\HPCHEM\ 2\METHODS\PEEL~P.M

Last changad 5/26/2000 1:38:56 PM by dc SE

RH7281 Potato Peel Waste METHCD,

Rtx=5, 30m, 0.53mm, ¢.5um f£ilm

Flow Rate = 4.0mlfm
ECO1 B, (B16200831001,0)

e 48 28 w8 w2

courts ]

N 2 18 175
D
. \g External Standard Report
- Sorted By : Signal
calib. Dat ifled : 5/26/2000 1:38:47 PM
Multipl H 1.0000
Dilut ® H 1.00Q0
81 T ECDL B,
tTixe Type Area Ant/Area Amount Grp , Namae
in) counts*s [ng/ul}
.-751 8B 3.23099%e4 4.91065e-7 1.58663e-2 RH7281
(; Totals : 1.58663e=2
& Results obtalned with enhanced intagrator!

Q’% Figure 28. Fortification of RH-7281 at 0.020 ppm (GC/ECD, 05/15/2000)
QQ/ RH-7281 Found = 0.01587 ppm,  Recovery = 79.3%
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Data File C:\HPCHEH\2\DATA\031020\01081201.D

4
o

&

g

Technical Report 34-00-49

peel fort. 0.05ppm

—

g
Sample Nu@p%—oos
- Y

Injection Date : 3/10/2000 8:09:36 PM Seqg. Line ;:
Sample Name : pl-00s Vial :
Acg. Operator ¢ ig Inj
Inj Volume (1 wpl
Sequence File : C:\HPCHEM\2\SEQUENCE\IG031020.S Q§§¢7
Acqg. Method : C:\HPCHEM\2\METHODS\PEEL-P.M \
Last changed : 3/3/2000 2:11:59 PM by ig
Analysis Methed : C: \HPCHEM\ 2 \METHODS\PEEL~P. N
Last changed 1 5/9/2000 12:22:42 PM by ig
RH7281 Potato Peel Waste METHOD,
Rtx-5, 30m, 0.53mm, 0.S5um film S
Flow Rate = 4.0ml/m
ECD1 B, (031020C1081201.0) %
]
180000 - Q:gtv
160000 - <:;1
140000 4 <S§§§b
120000 4 <::>
o @)
20000 @%jD ]
; T :
m-‘ Ll
R
40000 ;g =
20000
— .
o] yZa
U 1 1 1 I L T
23 & % 78 10 128 15 175 mn
VS?:? External Standard Report
Sorted By H Signal
Calib. Dpat ifiea 5/9/2000 12:22:35 PM
Multipli : 1.0C¢00
Diluti : 1.0000
sign ECD1 B,
RetTi TyYpe Area Ant /Area Amount Grp Name
in} countsts | [ng/ul)
-] -
@.173 BBA  1.06432e5 4.22877e-7 4.50078e-2 RH7281
Totals :

4.50078e-2

Results obtained with enhanced integrator!

nstrument 2 5/9/2000 12:25:16 PM ig Page 1

Figure 29.

Fortification of RH-7281 at 0.050 ppm (GC/ECD, 03/ 10/2000)
-7281 Found = 0.04501 ppm, ~ Recovery = 90.0%.

of 2
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Technical Report 34-00-49

Data File C:\HPCHEH\z\DATA\032720\01051201.D

A\
%&
&y F

&

g%

peel fort. 0.0Sppm

.Injaction Date
Sample Name

P3-00s
Acqg. Operator

ig

Acyg. Method
Last changed
Analysis Method
Last changed

RH7281 tomato puree

Column flow, N2, 4.0 ml/min
RTX-SMS (0.53mm I.D. x 30m;

on column_injection

3/27/2000 8:43:31 PN

C: \HPCHEM\ 2\METHODS\ PEEL~P. N
3/27/2000 9:14:15
C:\HPCHEH\2\HETHODS\PULSOR.H
5/23/2000 3:07:10 PM by dc

(modified after

0.5um f£ilm)

AM by ig

loading)

ECDY 8, (CT7T20:01081201.0)
counts

180000

140000

External Standard Report

]
: Signal
Modified : 5/23/2000 2:02:16 PM
: 1.0000
: 1.0000
EcD1 B,
Area Ant/Area Amount Grp Name
’ countstg (ug/ml}]
10.792 vB 1.40407e5 2.90041e-7 4.07238e-2 IRH7281
Totals : 4.07238e-2
nstrument 2 5/23/2000 3:07:44 PM dc Page 1 of 2
igure 30. Fortification of RH-7281 at 0.050 ppm (GC/ECD, 03/24/2000)
RH-7281 Found = 0.04072 ppm, = Recovery = 68.2%.
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Technical Report 34-00-49 \%

Data File C:\HPCHEM\2\DATA\031020\01181301.D Sample Name: pfégés
peel fort. 0.10ppm @/
Injection Date : 3/10/2000 8:33:13 PM Seq. Line : 13<§;;)
Sample Name : pl-006 vial : i
Acg. Operator : ig Inj :

Inj Volume : o
Sequence File C: \HPCHEM\ 2\ SEQUENCE\IG(31020.5
Acg. Method

Last changed
Analysis Method C: \HPCHEM\ 2\ METHODS\PEEL-P.M
Last changed 5/9/2000 12:22:42 PM by ig
RH7281 Potato Peel Waste METHOD,

Rtx-5, 30m, 0.53mm, O0.Sum f£ilm

Flow Rate = 4,0ml/nm

s ss 20 e sw

C: \HPCHEM\ 2\METHODS\PEEL-P.M \
3/3/2000 2:11:59 PM by ig

oo

ECO1 B, (03102001161301.5)
counts ] § .
180000 - Q:g
160000 - ;§§
140000 - ©
120000 4 @
100000 4

: :
80000 4 e
60000 - g T
40000
20000 -

Q9 ~—
o J I{\ L 1 1 1 1
0 25 S 75 10 125 15 175 md

(S
O \sExternal Standard Report

Sorted By %@ Signa)

Calib. Data ed 5/9/2000 12:22:35 PM
Multiplier 1.0000
Dilution <::>

" se 22 a»

1.0000
Signal 1 B,
RatTi Type Area Amt /Area Amount Grp Name
{ countss*s [(ng/ul]

1 4 BBA 2.15996e5 4.60030e-7 9.93644e-2 RH7281
czghgals :

e | ——

9.93644e-2

j?g§b Results obtained with enhanced integratorl

netrument 2 R/9/2000 12:25:19 PM icg Page 1 of 2
@ Figure 31. Fortification of RH-7281 at 0.10 ppm (GC/ECD, 03/10/2000) :
©Q RH-7281 Found = 0.09936 ppm, Recovery = 99.4 %.

g
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Technical Report 34-00-49

Data File C:\HPCHEM\2\DATA\032720\011B1301.D Sample Namag<§§%§::
_ Y

peel fort. 0.10ppm

-

QY

—

2
Injection Date : 3/27/2000 9:07:17 PM Seq. Line : N4
Sample Name : pI-006 vial :
Acq. Operater : ig Inj :
Inj Volume : 1(ul
Acg. Method

C: \HPCHEM\ 2 \METHODS\PEEL=-P .M
3/27/2000 9:14:19 AM by ig
C: \HPCHEM\ 2\METHODS\PULSOR.M
5/23/2000 3:07:10 PM by dc
(modified after loading)
RH7281 tomato puree

Last changed
Analysis Method
Last changed

" e s s

“

Column flow, N2, 4.0 ml/min

RTX~5MS (0.53mm I.D. X 30m; O.5um film)
on column injection

ECOV B, [0X272001161301.0)

counts

4

180000

2
4&%

140000 -

120000 @i;»

~ig

1
10791 - R

External Standard Report

Sorted =:§2:b Signal
calib. @ odified 5/23/2000 3:02:16 PM
Multiplier 1.0000
Dilu 1.0000

4 e an s

SQ:I i: ECDi1 B, B
me Type Area Amt /Area Amount Grp Nanme
in} counts#s {ug/ml]

- - | - -—
¢=g¥b 10.791 vV 2.82721e5 3.22520e-7 9.11831e-2 RH7281

& Totals : 9.11831e~2
szxnstrument 2 5/23/2000 3:08:09 PM dc Page 1 of 2

Figure 32. Fortification of RH-7281 at 0.10 ppm (GC/ECD, 03/24/2000)
Q RH-7281 Found = 0.09118 ppm, Recovery = 84.8 %.
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Technical Report 34-00-49 \?

Data File C:\HPCHEM\2\DATX\051620\00$B1101.D Sazple Name: Qééggi
Fertifitation at 0.10 ppm o§f < 7-0078-| Q/
Injection Date : 5/16/2000 7:37:16 PM Seq. Line : 11 éiizp
Sample Name : p-004 Vial : 9;;5:

Acg. Operator : ig Inj : 1
Inj Volume :
Sequence File

C:\EPCHEM\2\SEQUENCE\1G051620.5

C: \HPCHEM\ 2 \METHODS\PEEL-P.M % !

Acg. Method

Last changed 5/13/2000 3:59:01 PX by ig
Analysis Method : C:\HPCHEM\2\METHODS\PEEL-P.M Q

s sa e an

Last changad $/26/2000 1:38:56 PM by dc

RH7281 Potato Peel Waste METHGD,
Rtx-5, 30m, 0.53am, 0.%um film
Flow Rate = 4.0ml/m N

ECO1 8, (B516000N81101.D)

i <

§5= External Standard Report

»

Sorted By : Signal

Calib. Da ified 5/26/2000 1:38:47 PM

Multiplie : 1.0000

Dilutio H 1.0000

sign ECDL B,

R Type Area Anmt /Area Amount Grp Name

(m | lcounts*s | {ng/ul) ==
%0.758 BB 1.34237e5 ls.ss:.sae-v 7.48696e~2  RH7281

otals :

7.48696e-2
gi Results obtained with enhanced integrator!

& Instrument 2 5/26/2000 1:39:57 PM dc Page 1 of 2

—————

Figure 33.  Fortification of RH-7281 at 0.10 ppm (GC/ECD, 05/15/2000)
QQ/ RH-7281 Found = 0.074778 ppm, Recovery 74.8% (as calculated by NRDS)

O g
g
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Technical Report 34-00-49

Data File G:\HPCHEM\2\DATA\051620\01081201.D
Trial Sample Rep 1

A7-0078-S

Sample Nam

9

Injection Date : 5/16/2000 8:00:55 PM Seqg. Line
Sample Name : p=005 vial
Acqg. Operator : ig Ind

¥
Inj Volume %
Sequance File ! C:\HPCHEM\2\SEQUENCE\IG051620.S

Acqg. Methed

Last changed 5/13/2000 3:55:01 PM by ig

Analysis Method C: \EPCHEM\ 2\METHODS\PEEL=-P.M
Last changed 5/26/2000 1:38:56 PM by dc
RH7281 Potato Peel Waste METHOD,

Rtx-5, 30m, 0.53mm, 0.5um film EE

€: \HPCHEM\ 2 \METHODS \PEEL-P. K Q

Flow Rata = 4.0ml/m

e

ECOT 8, (0516200108101 5}
mh'] )

| X
o §

\S External Standard Report

NS
- Sorted By : Signal
calib. Dat itieda : 5/26/2000 1:38:47 PM
Multipli : 1.0000
bilut : 1.0000
sigggzjb. ECD1 B,
£TL Type Area Ant/Area Amount Grp . Name
inj | lcountsis {ng/ul]
\%.757 BB 1.13882e85 5.41617e=7 6£.16806e=2 RH7281
S Totals : 6§.16806e=2
4ﬂ§§b Results cbtained with enhanced integrator!

(GC/ECD, 97-0078), RH-7281 Found = 0.0617 ppm

O

€

%% Figure 34.  Trial Sample Replicate 1 for Determination of RH-7281

g

&%
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Technical Report 34-00-49

pata Pile C:\HPCHEM\2\DATA\051620\011B1301.D

Trial Sample Rep 2

A7-0071%- 9

Sanple Nam

9

¢

Injection Date

Sample

Acg. Operator

Sequence File
Acqg. Method
Last changed
Analysis Method
Last changed

Nanme p=006

ig

an s o8 s Wa

RH7281 Potato Peel Waste METHOD,
Rtx-5, 30m, 0.%53mm, 0.5um film
Flow Rate = 4.0ml/m

571672000 8:24:38 PM

C:\HPCHEM\ 2\ SEQUENCE\1G051620.8
C:\HPCHEM\ 2\METHODS\PEEL~-P.X
5/13/2000 3:59:01 PM by ig
C: \HPCHEM\ 2 \METHODS\PEEL-P.M
$/26/2000 1:38:56 PM by dc

Seq. Line
vial

Ing

Inj Volum

Q

-
.
.
-

IJCZg:;

o]

ECD1 8, (US1Ea001181301.0)

175l

External Standard Report

m\:’
BY §§§§§5'
D ified

Sorted : Signal

Calib. : 5/26/2000 1:38:47 PM

Multip : 1.0000

Dilut : 1.0000

§i : ECD1 B,

etTime Type Area Amt /Area Amount Grp .Nane
in) | counts*s | (ng/ul]
«ii})O.TSQ BB 1.07732e5 5.36997e-7 5.78519%e-1 RH728)

A
&
Q

O

g

Totals

5.7851%e-2

Results obtained with enhanced integrator!

Figure 35.

———————

Tral Sample Replicate 2 for Determination of RH-7281

(GC/ECD, 97-0078), RH-7281 Found = 0.0579 ppm

g

Q%

L

61

FORM 4685 REV 10/78



Technical Report 34-00-49 ?

X

File : C:\HPCHEM\1\DATA\032920\PEEL3-01.D Q
Cperator : ig V
Acquired ¥ 29 Mar 00 18:46 using AcgMethod 72B81SIM - ’%
Instrument : 5973

Sample Name: controel, potatec peel

Misc Infe

Vial Number: § %

ABunaance IC PEELSOT D &

- Q¢
=\

s

- >

i O

= O

200

L W L,..u | N ”

0 - N\

Mime—> 400 S00 800 700 800  BOO 00V 1100 1200 1300 1400 1500 1800 4700

o8
[Abundanca @)2373 (10 825 min): 01.D
187

50

A/
N\

] L Y

T T
180 445

T T T T T T
190 195 200 208 210 218

igure 36. Control of Potato for RH-7281 Analysis (GC/MSD)
RH-7281 Found = 0 ppm.
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Technical Report 34-00-49 \%

e

File : C:\HPCHEM\1\DATA\032520\PEEL3-03.D 2
Operator : ig V
Acquired™ : 29 Mar 00 19:39 using AcgMethod 7281SIM — -
Instrument : 5973 @
Sample Name: 0.02ppm spike Q

Misc Info :

Vial Number: 8 __\Z:’

Abundanca TIC. PEEL3-03.0

S
- &%

) 5
m WL l@%
Wl @of

fime—> 400 500 800 700 800 6001000 _ 11,00 1200 1300 1400 1800 1800 1760
&N

Abundancs o %%\) Scan 2375 (10.821 mink 03.D0
1

: §>
S

> 258

PASY/ N

5
& |

4
>

Figure 37. Fortification of RH-7281 at 0.02 Ppm (GCMS_lj)" - S e e
RH-7281 Found = 0.02089 ppm, = Recovery = 104%.
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Technica! Report 34-00-49

File : C:\HPCHEM\1\DATA\032920\PEEL3-05.D

Operator : ig

Acquired : 29 Mar 00 20:33 using AcgMethod 7281SIM
instrument : 5973 -

Sample Name:

Misc Info

Vial Number:

10

0.0Sppm spike

Q

%\?

oy,
@Q/

N

Abundance

1600

1400

1200

100G

- &
Q¥
@-

&)

&%

A

W dbaedea
%&/

T T T T T T
700 800 900 N\1000 1100 1200 1300

1400 1500 1600

—
17 00

160

140

120

100

v S
e

N
@ Scan 2374 (10.820 mun)* 05.0

Figure 38.

Fortification of RH-7281 at 0.050 ppm (GC/MSD)
RH-7281 Found = 0.04814 ppm, = Recovery = 96.3 %.
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Technical Report 34-00-49

File + C:\HPCHEM\1\DATA\0232%20\PEEL3-06.D

Operator : ig

Acquired : 29 Mar 00 20:59 using AcgMethod 7281SIM
Instrumertt : 5973

Sample Name: 0.10ppm spike

Misc Info

Vial Num.ber; 11

mem @/

Abundance TIC PEEL3-08D W\z
oo RH7281 Q@
1200 A
- <
: T
. [®
| ®
o _\_,__,W.U_J«wkh'ﬁe.'}dﬁ l@_ﬁ i " . et

Oy

600 700 8¢

>

800 9.00 :%’" 00 1100 1200 1300 1400 1500 1800 17.00
N
RBundancs \(Sean 2574 (0878 ) 080
187 %
) %::
m
’°° §

R
180

190198 200 205 210 218

@2 " Figure 39.  Fortification of RH-7281 at 0.10 ppm (GC/MSD)
RH-7281 Found = 0.08841 ppm, Recovery = 88.4%.
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Technical Report 34-00-49 \v

Quancitation Report QQZTb

Data File : c:\hpchem\2\data\031320\M1-001.D vial: € Q
Acg On : 3-13-00 8:06:14 PM Cperator:
Sample » contrl Inst : B E@
Misc : Multiplr: 1.0
- Sample Amount: 0.
IntFile : EVENTS.E
Quant Time: Mar 14 B8:02 19100 Quant Results File: PEEL-M.RES
Quant Methed : C:\HPCHEM\2\METHODS\PEEL-M.M (Chemstation In tor)
Title : 02-29-00
Lagt Update : Tue Mar 14 07:54:35 2000
Response via : Multiple Level Calibraticn Q
DataAcg Meth : PEEL-M.M

Volume Inj. : &

Signal Phase :

Signal Info : m%
Responsa_

M1-001.0NECD1A \7{\7

:
%
Ly o

)

|

3
100 200 300 400 500 800 700 800 900 100011,00 12.0013.0014/00 18100 1600 17 00 18 00 19 002000
M1-081.D PEEL-M.M Tue Mar 14 08:02:50 2000

Page 2

% Figure 40.  Control Potato for RH-1452 and RH-1455 Analysis (Rtx-225, 03/10/2000) |
()Q RH-7391 Found =0ppm, RH-7399 Found = 0.015 ppm.
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Technical Report 34-00-49 \Ié

Quantitation Report Q

Data File : C:\HPCHEM\Z\DATA\O32720\M3-001.D Vial: 6
Acg.On # : 3-27-00 19:47:50 “UOperatorf:

Sample - : contrl Inst

Misc : Mulr.iplr;
Sample Amount

IntFile : EVENTS.E

Quant Time: Mar 28 8:56 19100 Quant Results File: PEEL-

Quant Method : C:\HPCHEM\2\METHODS\PEEL-M.M (Chemstatiq ntegrator)

Title 3 02-29-00

Last Update : Tue Mar 28 07:42:23 2000

Response via : Multiple Level Calibration

DataAcqg Meth : PEEL-M.M

Volume Inj. : Q£§%>

Signal Phase :

Signal Info : /LSEFE
fespansa_ WMH001 DECOIA =

Y

N4
- S
! O

L2219,

oI e RN TSy

E% i g

1 1 b
e 100 200 3.00 400 500 800 7.00 8.00 B 00 10,00 11.00 12,00 13.00 14.00 13 06 18,00 1700 1800 1000 20,00

Qm,ou.n PEEL-M.M Tue May 23 13:54:37 2000 Page 2

@ Figure 41.  Control Potato for RH-1452 and RH-1455 Analysis (Rtx-225, 03/24/2000)
Q RH-7391 Found =0 ppm, RH-7399 Found = 0.0096 ppm.

O o
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Technical Report 34-00-49 \g

Quantitation Report 2

-

Data File : ¢:\hpchem\2\data\051620\M-002.D" Vial: V
Acg On : 5-16-00 §:56:27 BM Operator;
Sample : Control Peel Inst ECD
Misc : Multi :

Sarple Amo .00
IntFile : EVENTS.E

Quant Time: May 30 13:21 15100 Quant Results File: P \.és
Quant Method : C:\HPCHEM\2\METHODS\PEEL-M.M (Chemast

Title ;3 02-29-00

Last Update : Tue May 30 12:50:34 2000

Response via : Multiple Level Calibration (§

Integrator)
DataAcqg Meth : PEEL-M.M

Volume Inj, %
Sigmnal Phase :
Signal Info - WV

Fasponse_ u&“.n@‘m%?

144408

= ©
e

120408

110408

A7,
7
e RY - 733

&« | '

i
' 3
Tne 100 200 300 400 800 6.00 700 8,00 900 10001100 12,00 13,60 1400 15 00 16,0017 00 18'00 19 00 2000 |
% M-002.D PEEL~M.M Tue May 30 13:21:29 2000

Page 2

igure 42. Control Potato for RH-1452 and RH-1455 Analysis (Rtx-225, 05/15/2000)
RH-7391 Found =0 ppm, = RH-7399 Found = 0 ppm.
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Technical Report 34-00-49

Data File :
Acg On
Sample
*Misc”

IntFile

: 3-13-00 9:00:32 BM

: EVENTS.E

Quantitation Report

c:\hpchem\z\data\OB1320\H1-003.D

Operator:
: 0.02ppm fort — Inst—
. Multipl
Sample Amo

Quant Time: Mar 14 8:04 19100 Quant Results File: PEEL-M s

Quant Method
Title

Last Update
Response via
DataAcg Meth

Volume Inj.

Signal Phase :

Signal Info

: C:\HPCHEM\2\METHODS\PEEL-M.M (Chemst§§§§§§tntegrator)
: 02-25-00

: Tue Mar 14 07:54:35 2000
: Multiple Level Calibration

: PEEL-M.M 3
(‘\-_-1“-‘5

Responae__

1.48+08
1.36+08
120008
11a+08
1a+08
Se+07
Be+g7

Ter07

)

1407

s

114
Y

M1-003.DECO1A Y/

©§
O

W@
%

47388, 0
RH-TX, 0

Nime 100 200 300 400 500 800 750 800 9,

-

&1-003.3 PEEL-M.

m1dunfuniunian4hn§m1dunfmnimEdmzdu)'T
S =
M Tue Mar 14 08:04:14 2000 Page 2

Figure 43. Fortification of RH-1452 and RH-1455 at 0.020 ppm (Rtx-225, 03/1 0/2000)
RH-7391 Found = 0.01772 ppm, Recovery pu.14s2 = 83.6%.
RH-7399 Found = 0.03877 ppm, R.ecovery Ri-1455 = 103%.
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Technical Report 34-00-49

Data File

: C:\HPCHEM\2\DATA\032720\M3-003.D

Quantitation Report

vial: 8
Acg On s : 3-27-00 20:42:41 ~— Operater: - N/
Sample - : 0.02ppm fort Inst
Misc ) Multiplr;
Sample Amount: 0
IntFile : EVENTS.E

Quant Time: Mar 28

Quant Method :
Title

Last Update
Response via
DataAcqg Meth

Volume Inj.
Signal Phase :
Signal Info

: 02-29-00
:+ Tue Mar 28 07:42:23 2000

: PEEL-M.M

B:58 19100 Quant Results File: PEEL

=\
=

C:\HPCHEM\2\METHCDS\PEEL-M.M (Chemstat

Multiple Level Calibration

ﬁupcnu_]

i
1uwu;
1.3e+08 ;
120408
14u04

1mﬂ%
I

90+07

8a+07 ¢
|
[

Te+07
Be+07
50+07

4047

3

Jo+07

2¢407

AN

1ﬂ072§1
o
K\l

2

100 200

A, e

-003.D0 PEEL-M.M

RH-7391
RH-7399

O

g

T T T T T""T T T T T y T T T T T T 1
300 400 300 80C 7.00 8.00 #00 100011.00 12.00 13.00 14.00 15.00 18.00 17 00 18,00 19,00 20.00

QQ; Figure 44. Fortification of RH-1452 and RH-1455 at 0.020 ppm (Rtx-225, 03/24/2000)

Tue May 23 12:58:30 2000 Page 2

Found = 0.01575 ppm,

Recovery RH-1452 = 74.3%.
Found = 0.02144 ppm,

Recovery RH-1455 = 52.9%.
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Technical Report 34-00-49 ' \g

% M-0
@Eme 45.

: Quantitation Report ' Q

.- Data.File : c:\hpchem\2\data\051620\M-003.D Vial: 8 QQQ&?
Acg On : 5-16-00 7:232:49 PM Operator: ig
Sample : 0.02ppm fort Inst :
Mise H

Multiplr; I

Sample Amount:
IntFile :+ EVENTS.E ™

Cuant Time: May 30 13:22 19100 Quant Results File: PEEL-

Quant Methed
Title

Last Update
Response via

Volume Inj.

: g;\ggCHEM\z\METHODS\PEEL-H.H (ChemstatiofivIntegrator)
: -29-00
: Tue May 30 12:50:34 2000

t Multiple Level Calibration
DataAcg Meth :

Signal Phase ;

Signal Info
Response_

»
H

PEEL-M.M

03.D PEEL-M.M

: L
-
! T Y T T T T T T iu ’- T T T T T T T T T Y T
Time 100 200 300 400 500 400 700 4.00 900 100011 00 12.0013.0014.00 15.00 1 00 17.00 14 00 19 0020

Tue May 30 13:22:23 2000 Page 2

Fortification of RH-1452 and RH-1455 at 0.020 ppm (Rtx-225, 05/15/2000)

RH-7391 Found = 0.01673 ppm,
RH 7399 Found = 0.01618 ppm,

Recovery guus = 19-2%
Recovery gy jass = 72.1%
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Technical Report 34-00-49 ®

Quantitation Report Q;ZTb
Data File : ¢:\hpchem\2\data\031320\M1-005.D Vial: 10
Acg On : 3-13-00 5:54:51 PM Operator:
Sample : 0.05ppm fort

Misc

Inst :
. : — Multiplr:-%.
_ Sample Amount ;-3
IntFile : EVENTS.E @

Quant Time: Mar 14 8:05 19100 Quant Results File: PEEL-M.&%?D

Quant Metheod :

Title
Last Update

DataAcqg Meth

Volume Inj,

Signal Phase ;

Signal Info

C:\HPCHEM\2\METHODS\ PEEL-M.M (Chemstaticn%§b grator)

: 02-29-00

: Tue Mar 14 07:54:35 2000
Response via :
: PEEL-M.M

Multiple Level Calibration <:g

S

Respanse_

1 40408
1.30+08
1.20+08
1.1e+08

1e+08

Sa+07

a7

R

28+07

1407

Q
1 i

i

M1-005 D\ECDIA

@@
S

A

2
3

RH-111, D

5.0 PEEL-M.M

Time 100 200 300 400 500 600 700 800 950 10’001110012.'0613'0014‘0015'60te'ooﬂ'ooufomsroozn'oo T
& ~—=10. 900 900.100011.0012.00 13 0014/00 15 00 16 0017 00 18.00 19 002000 _
1-

Tue Mar 14 08:05:42 2000 Page 2

Q Figure 46. Fortification of RH-1452 and RH-1455 at 0.050 ppm (Rtx-225, 03/10/2000) ~
Q/ RH-7391 Found = 0.05359 ppm,  Recovery pp.1a52 = 101%.
Q RH-7399 Found = 0.06447 ppm,  Recovery ruess = 88.3%.
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Technical Report 34-00-49 \QF

Quantitation Report Q%

Data File : C:\HPCHEM\2\DATA\032720\M3-005.D Vial:

10
Acq On : 3-27-00 21:37:31 — Operator: _
Sample : 0.05ppm fort Inst
Misc : Multiplr
Sample Amo :

IntFile ¢ EVENTS.E

Quant Time: Mar 28 8:59% 19100 Quant Results File: PEEL

Quant Method : C:\HPCHEM\2\METHODS\PEEL-M.M (Chemstati tegrator)
Title : 02-29-00

Last Update : Tue Mar 28 (07:42:23 2000
Response via : Multiple Level Calibration

DataAcg Meth : PEEL-M.M &
=

Volume Inj. :
Signal Phase :
Signal Info

I+ 07

20407

-
i -
g -
A%‘,. ! ’ ] 1 1 1 1] n g ‘rﬁg 1 T
& 100 2.00 300 400 $00 600 700 800 §00 10.00 11.00 12.00 13,00 14 00 18.00 18.00 1700 18,00 18 002000
~-005.D PEEL-M.M Tue May 23 13:57:31 2000 Page 2
Q/ Figure 47. Fortification of RH-1452 and RH-1455 at 0.050 ppm (Rtx-225, 03/24/2000)

Q RH-7391 Found = 0.06123 ppm, Recovery gy.us2 = 116%.
© RH-7399 Found = 0.05786 ppmy, RCCOVCI‘Y RH-1455 = 86.2%.
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Technical Report 34-00-49

Data File

Acg

Oon

Samplg
Misc _

IntFile

Quant Time: Mar 14 8:06 19100 Quant Results File: PEEE-M.!;S

Title

Quant Method : C:\HPCHEM\2\METHCDS\PEEL-M.M (Chemsta:izzl\\b

Quantitation Report Q;Z?b

: c:\hpchem\2\data\031320\M1-006.D Vial: 11 22
: 3-13-00 10:21:59 BM Operator:
: 0.10ppm fort — Inst—

: EVENTS.E

tegrator)
: 02-29-00

Response via : Multiple Level Calibration

Last Update : Tue Mar 14 07:54:35 2000 <i;1

DataAcg Meth : PEEL-M.M

Volume Inj. :
Signal Phase : Q£§%>
Signal Info : o

A\

Be+07
Te+07
Ge+d7
Se+07
40407
Jos07
20407

1e+07

O
A\

@ I

g
&
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E
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1003

4
i

RH-TNL O

1 [l T l'
100 2,00 300 400 $00_600 700 800 900 10.00 11.00 12.00 13 00 14.00 18 00 16.00 17 00 18 00 1000 2000 |

Page 2

Figure 48. Fortification of RH-1452 and RH-1455 at 0.10 ppm (Rtx-225, 03/10/2000) |

fQQle-OOS.D PEEL-M.M Tue Mar 14 08:06:25 2000

fs)
Q

RH-7391 Found = 0.06718 ppm, RBCOVCI’Y RH-1452 = 63.4%.
RH-7399 Found = 0.07801 pPpm, RCCOVETY RH-1455 = 56.3%.
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Technical Report 34-00-49 \Q =
Quantitation Report Q
Data File : C:\HPCHEM\2\DATA\032720\M3-006.D Vial: Q§§f7
Acq Orr : 3-28-00 8:27:27 — QOpergtor:’
Sample’ : 0.10ppm fort Inst CD
Misc : Multipl
IntFile : EVENTS.E

Sample Amoug%kb .

Quant Time: Mar 28 5:00 19100 Quant Results File: PE Q\c

O

g

K

/\%

Title
Last Update
Response via

DataAcqg Meth :

Volume Inj.

Signal Phase :

Signal Info

: 02-29-00

: Tue Mar 28 07:42:23 2000

: Multiple Level Calibratiecn
PEEL-M.M

Response_
!

i

1 40408 -
13r~oar
j
1.20+08 -
|
116408
i

1e+08

i
90407 -
]

Ba+07
7e+07
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50407
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|
30407,

20407 (:
o

(-]

a
£
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[Time

RH-73
RH-73

.

100 2.00 300 400 300 600 7.00 800 900 10001100 12.00 13.00 1400 18,0016 00 17 00 18.00 19 002000

@ M3-006.D PEEL-M.M

Figure 49. Fortification of RH-1452 and RH-1455 at 0.10 ppm (Rtx-225, 03/24/2000)

Tue May 23 13:56:53 2000 Page 2

91 Found = 0.09463 ppm,

Recovery ru.14s2 = 89.3%.
99 Found = 0.09684 ppm,

R.CCOVCFY RH-1455 = 77.9%.
75
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Technical Report 34-00-49 \g :

&

Quantitation Report

. Data-File : c:\hpchem\2\data\051620\M-004.0 ' vial: V
Acg On t 5-15-00 7:51:16 PM Cperator:
Sarmple : 9.10ppm fortification Insc :
Misc : .
Sample Amoun:?ﬂ‘n
IntFile EVENTS.E

- \D

Multiplr

e
Quant Methed : C:\HPCHEM\2\METHODS\PEEL-M.M (Chemstat egrator)
Title ¢+ 02-29-00
Last Update : Tue May 30 12:50:34 2000
Response via : Multiple Level Calibration
Datadcqg Meth : PEEL-M.M A
Volume Inj. : ‘
Signal Phase : %
Signal Info : ° N
]

1408
]

12e+08

M-004.D PEEL-M.M Tue May 30 13:23:06 2000 Page 2
‘%u.reS

0.  Fortification of RH-1452 and RH-1455 at 0.10 ppm (Rtx-225, 05/15/2000)
ZQ% RH-7391 Found = 0.09700 ppm, Recovery py.iuso = 91.5%

RH-7399 Found = 0.081986 ppm,  Recovery gy s = 73.2%

© o 76
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Technicat Report 34-00-49

" 7 Quantitation Report S \/Z
< Data“File : c:\hpchem\2\data\051620\M-00S.D vial: 10 @
Acg On : 5-16-00 8:18:39 BM Operator: i
Sample : Trial Sample Rep 1 Inst : '
Misc : Multiplr:
Sample Amount: Y0
IntFile ° : EVENIS.E

Quant Time: May 30 13:23 15100 Quant Results File: PEEL-

Quant Method :

Title
Last Update
Response via

DataAcg Meth :

Volume Inj.

Signal Phase :

Signal Info
Responsa_

+z Tue May 30 12:50:34 2000

g;\gpm\z\mons\pm-n.u (Chems:ar.@ tegrator) '
-29-00

PEEL-M.M

: Multiple Level Calibration S§

1 dee08

34408

1.2+08

)

@)

adr

1
i

T . T 1 1 * 1] T Bl ¥ T
[ ] 100 200 300 400 300 800 700 400 900 100011001

M-005.D PEEL-M.M

T
0014 00 95.0018.0¢ 17 00 18.00 19 0020.00 |

Tue May 30 13:23:48 2000 Page 2

e 51 Trial Sample Replicate 1 for Determination of RH-1452 and RH-1455
(Rex- 225, 97-0078), RH-1452 Found<LOD, RH-1455 Found < LOD.

77

FORM 4685 REV 10/78



Technical Report 34-00-49

K

Vial: 11 Q§§$¢
Operator; i

Quantitation Report

.~ Data’File :

c:\hpchem\2\data\051620\M-006.D
Acg On

: 5-16-00 B:46:02 PM

Sample : Trial Sample Rep 2 Inst :
Misc : Muleiple: 1,
IntFile : EVENTS.E

Quant Time: May 30 12:24 19100 (uant Results File: PEEL

Sample Amount:‘;?“* o

Quant Method
Title

Last Update
Response via

DataAcg Meth

: Tue May 30 12:50:34 2000

+ C:\HPCHEM\2\METHODS\PEEL-M.M (ChemstatZTifzziigrator)
1 02-25-0Q0

: Multiple level Calibration

+ PEEL-M.M

Volume Inj. (32%%)
Signal Phage :
Signal Info : - Q§2:3

- @© |
- 5
it IV | .
e § :
=K

| = '

Tue May 30 13:24:30 2000

Page 2

Au-oos.o PEEL-M.M B
Trial Sample Replicate 2 for Determination of RH-1452 and RH-1455

&uxe 52
Q (Rtx-225, 97-0078), RH-1452 Found = 0 ppm
QQ/ RH-1455 Found = 0.0260 ppm ,

© 7s:
&
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Technical Report 34-00-49
Quantltaclon Keport
Data File : c:\hpchem\2\data\050120\M6-001.D Vial: €
Acg On : 5-1-00 7:31:44 PM Operator:

Q

%\V

Sample : contrl Inst WC‘D
Mige : Muhzlpl%

Sample Amo
IntFile : EVENTS.E

Quant Time: May 2 7:05 19100 Quant Results File: PEEL%

Title : 02-29-00
Last Update : Tue May 02 06:47:05 2000

Quant Method : C:;\EPCHEM\2\METHODS\PEEL-C.M (Chemsb%ﬂ!%/fntegrator)

Response via : Multiple Level Calibration
DataAcqg Meth : PEEL-C.M
Volume Inj. : %
Signal Phase :
S:ignal Info :

Respanse_ MB-001 D\ECD1A V\)

1 40+08

3
- S
@)

%
- T

8e+07 %?

Ga+Q7 §;©
war S

a7

0

M6-001.D PEEL-C.M Tue May 02 07:05:54 2000

Figure §3.  Control Peel for RH-1452 and RH-1455 Analysis (Rtx-35)
RH-7391 Found =0 ppm, = RH-7399 Found = 0.010 ppm,
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Technical Report 34-00-49 ®

Quantitation Report Q%

Data File : c:\hpchem\2\data\050120\M5-003.D Vial:
Acg On : 5-1-00 8:31:27 PM Cperator:
. Sample : 0.02ppm fort — Inst- cD
Misc_ : Multip
- Sample Amo 0.00
IntFile : EVENTS.E

Quant Time: May 2 7:07 19100 Quant Results File: PE%ES
Quant Methed : C:\HPCHEM\2\METHODS\PEEL-C.M (Chemstat Integrater)

Title : 02-29-00

Last Update : Tue May 02 06:47:05 2000

Responge via : Multiple Level Calibration
DataAcg Meth : PEEL-C.M 3
Volume Inj. :

Signal Phase : %
Signal Info : X

Response_ NMEJ03.DECOTA % —
1.4e+08 §2

1.3e+08

1 20+03 @

1 1e+08

1e+08

. ¥
e %?

(

H
) I — e
Fime 200 400 600 800 1000 1200 1400 iapo  is05 2000
&MG-OOS.D PEEL-C.M Tue May 02 07:07:20 2000 Page 2
@ Figure 54.  Fortification of RH-1452 and RH:1455 at 0.020 ppm (Rtx-35)
Q RH-7391 Found = 0.01824 ppm,  Recovery ru.4s2 = 86.0%.
© : RH-7399 Found = 0.03643 ppm,  Recovery ru.uss = 117%.
. %0

& .
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Technical Report 34-00-49 ?
Quantitation Report ngib

Data File : c:\hpchem\2\data\050120\M6-004.D Vial: 9

Acg On = 5-1-00 9:01:20 PM Operator: Q§§¢7
Sample : 0.05ppm fort Zaat -=~GC

Mis¢ : Multiplr: .0§g2§f

1
Sample Amount: 0 Q:>
IntFile : EVENTS.E

Quant Time: May 2 7:07 15100 Quant Results File: PEEL-C.RES % !

Quant Method : ¢ : \HPCHEM\ 2\METHORS\PEEL-C.M (Chemstaticn I éggig;or)
Title : 02-29-00

Last Update : Tue May 02 06:47:05 2000

Response via : Multiple Level Calibration <:2

DataAcg Meth : PEEL-C.M S

Volume Inj. :
Signal Phase :
Signal Info

ﬁ_es'ponsa .! M&-004, D\ECD1A Q\{Q

|
i
8
* :
3 |
|
Ll
1
|
& iz
1 K] + 1 T 4 1 ;aﬁ' L3 ML) I'
[Time 2.00 4 00 500 £.00 10 00 12.00 14 00 18 00 18.00 20.00

-ooe.n PEEL-C.M Tue May 02 07:08:03 2000 Page 2

Figure 55. Fortification of RH-1452 and RH-1455 at 0.050 ppm (Rtx-3 5) o
RH-7391 Found = 0.04792 ppm,  Recovery pu-1s2 = 90.4%.
RH-7399 Found = 0.07053 ppm,  Recovery ru.uess = 108%.
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Technical Report 34-00-49 %

Quantitation Report %

Data File : c:\hpchem\2\data\050120\M6-006.D Vial: 11
Acg On : 5-1-00 10:01:02 PM Cperator:

. Sample : 0.10ppm fort — Inst— - )
Misc - : Multiplzc:

Sample Amo
IntFile : EVENTS.E

.0
Quant Time: May 2 7:09 19100 Quant Results File: P -C.ES

Quant Method : C:\HPCHEM\2\METHODS\PEEL-C.M (Chemsta®n:egrator)
Title : 02-29-00
Last Update : Tue May 02 06:47:05 2000
Response via : Multiple Level Calibration Q
DataAcqg Meth : PEEL-C.M
Volume Inj. : %
Signal Phase : %
Signal Info :
Raspansa_ H5-008 DECOTA \{N

e §_‘
1._3_.-0-08

1.20+08 ©

1. 10408

1e+08

- ¥
e %?

TeeQ7

LR

H
W

O g
A Time 200 400 _ 800 800 1000 1200 1400 _ 8. ' y '

LE: 1800 2000

;& Mé-006.D PEEL-C.M Tue May 02 07:09:28 2000 Page 2

RH-1381,

Figure 56.  Fortification of RH-1452 and RH-1455 at 0.10 ppm (Rtx-352 L
RH-7391 Found = 0.1001 ppm, Recovery gy s = 94.4%
©Q. RH-7399 Found = 0.1250 ppm, Recovery pg.uss = 103%
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Technical Report 34-00-49

F On

A

g

&%

g METHYLATION PROCEDURE - @/

Introduction

The following procedure describes a methylation method by wﬁcl@ﬁc ids
are esterified with gaseous diazomethane that is generated sim ly from a

diazomethane generator. This procedure avoids the proble& ciated with
the storage of solutions of diazomethane. %

Apparatus and Materials §Q
2.1 - Equipment ©

2.1.1. Impinger assembly, 30 mL ich)
2.1.2. Tygon tubing, 0.25” L.
2.1.3. Round bottom flask, , 24/40 ST

2.1.4. Rubber stopper {O'ST) with two holes (0.5 mm 1.D.)
2.1.5. Needles, 10¢ 3% mm LD.

2.1.6. Volumetric:pipettes, 5 and 10 mL
2.1.7. Stand an S

2.1.8. Glas ¢ tube, 20 mL

2.2 Cheu% and Reagents
2.@ iazald (N-methyl-N-nitroso-p-toluenesulphonamide), Aldrich

% 99% or equivalent .
2.2.2. Di(ethylene glycol) ethyl ether, ACS reagent grade )
2.2.3. Diethyl ether, methanol, pesticide grade or equivalent

2.2.4. Sodium hydroxide (50% wt/v, in water), ACS reagent grade
2.2.5. House Nitrogen

83
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&
Q
e

3. Sample Methylation

3.1  Assemble the diazomethane generator as shown in Figure 1. Re
the bottom tube of the impinger and add to it 0.5 - 1.0 g of D;
5 - 10 mL of diethyl ether, and ~5 mL of di(ethylene glyc&ther.
Gently swirl the tube until the Diazald is completely dk@e and then fit

the tube to the apparatus. Immerse the outlet needle dn 10°mL of diethyl
ether contained in a glass culture tube, %

3.2  Turn on the nitrogen and adjust the flow !;pproximately 3 bubbles

per second in the impinger tube. The fio through the diethy! ether .
in the culture tube is checked visually ¢ that there are no leaks in

the system. @

33  Remove the bottom tube ofth@inger and add ~5 mL of 50% sodium

hydroxide. Fit the tube to aratus. The flow rate through the
diethyl ether in the cul should now be greater than the flow into
the impinger as gaseo methane is being produced. Monitor the

color of the dieth@er in the culture tube until it turns yellow.

3.4  Replace the tube containing the diethyl ether with the 250 mL
round bottom containing the sample. Pass diazomethane
throu lution until a straw yellow color appears and then for an
additiofiat S min. Remove the flask and allow the sample to stabilize for

a 5 min. If the yellow color does not persist, methylate the sample

= _

@Q Evaporate the methylated sample to dryness on a rotovap at 40°C. The
yellow color (excess diazomethane) should disappear gradually while

&A vacuum is applied.
Q> 36

The Diazald charge in the apparatus is sufficient to generate enough
Q?@ diazomethane to methylate S to 8 samples,

O

&* .
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4.  Safty - ] @\/

4.1  Diazomethane is toxic and may be carcinogenic. The procedure ‘mm.. -

performed in a fume hood. \/
42  Impinger with visible glass flaws must not be used. %\

Figure 1. Diazomethane Generator EA

ﬁ; Ethyl ether, 10 mL
Di(ethylene glycol) ethyl ether, 5 mL
- 50% NaOH, 5 mlL.

Sample in a Q o wd, 0.5g

Vo - | ﬂ@g ------------ N,
| | O
R
¥

Q 85

FORM 4685 REV 10/78



EPA Addendum For Residue Analytical Method
PP# 9F5058
Zoxamide on Potatoes and Potato Peels

1) The ACB made minor modifications to the GC-ECD instrument parameters:

GC-ECD - HP 6890 GC, equipped with an ECD Micro.

Injector Temperature - 150°C

Detector Temperature - 300°C

Column Flow - 1 mL/min. He

Column: RTX-5 30 m x 0.25 mm id and 0.25 um fiim thickness
Make-up gas 95% Argon/5% Methane at 60 mL/min.

Temperature Program - 120°C for 1 minute; 10°C/min. to 260°C and hold
4 minutes, 30°C/min. to 280°C and hold 6 minutes.

2) The methylating (diazomethane) procedure needs to be modified because the
necessary yellow color of diazomethane was not being sufficiently formed with the
procedure as written. The ACB suggests onre way to modify the procedue is as
follows:

Diazomethane was generated by adding 3.0 g of diazald to 5 mL of diethylene glycol,
followed by 3 mL of 60% (w/v) potassium hydroxide. Nitrogen was slowly bubbled
through the mixture into a tube containing 30 mL toluene After the yellow color was
obtained, a 2 mL alquot of diazomethane/toluene solution was added to each sample.



